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Sample Packaging and Shipping Standard Operating Procedure 3
Page 1 of 11

' Date: June 14, 1985
m

1.0 QOBJECTIVE

This guideline provides instructions for sample packaging and shipping in
accordance with United States Department of Transportation (DOT) regulations.

20 APPLICABILITY

The guidelines is applicable to all samples taken from uncontrolled hazardous
substance sites for analysis at laboratories away from the site.

3.0 DEFINITIONS

Carrier--A person or firm engaged in the transportation of passengers or property.
n.o0.s.~-Not otherwise specified.

n.o.i.-Not otherwise indicated.

ORM--Other regulated material.

DOT Classifications for Hazardous Materials—The following classifications, set forth by
the DOT in the Code of Federal Regulations (49 CFR 173.2):

1. Radioactive material

2. Poison A

3. Flammable liquid

4. Nonflammable gas

5. Flammable liquid

6. Oxidizer

7. Corrosive material (quuid)

8. Poison B
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9. Corrosive material (solid)
10. lIrritating material

11. Combustible liquid (in containers having capacities exceeding 110
gal)

12. ORM-B
13. ORM-A

14. Combustible liquid (in containers having capacities of 110 gal or less)
15. ORM-E

4.0 GUIDELINES

— Samples collected at uncontrolled hazardous substance facilities usually have to be
transported elsewhere for analysis. Samples must be transported to protect their
integrity, as well as to protect against any detrimental effects from leakage or
breakage. Regulations for packaging, marking, labeling, and shipping hazardous
materials and wastes are promuigated by the United States Department of
Transportation and described in the Code of Federal Regulations (49 CFR 171
through 177, in particular 172.402h, Packages Containing Samples).

4.1 RESPONSIBI

The Project Manager or team leader is responsible for determining that samples are
properly packaged and shipped. Sampling personnel and shippers (if used) are
responsible for implementing the packaging and shipping requirements. The chain-
of-custody procedures and requirements are described SOP 2.

42 EQUIPMENT
The following equipment is used in packaging and shipping samples:

S

1. Samples bottles, provided by designated laboratories

TOO

2. Polyethylene bags, 2 mil or thicker
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3. Metal paint cans, 1 gal
4. Packing material, vermiculite, bubble pack or similar noncombustible
packing material
5. Picnic coolers or ice chests, preferably metal, capable of withstanding
impact caused by a 4-ft drop
-
i

S0

TOO

SPI0



Sample Packaging and Shipping Standard Operating Procedure 3
Page 4 of 11
Date: June 14, 1985

0

4.3 PACKAGING, MARKING, AND LABELING METHQDS

4.3.1 Environmental Samples

Packing

Environmental samples can be packaged following the procedures for samples
classified as flammable liquids or flammable solids. See Standard Operating
Procedure 6 for details on the collection of environmental samples. Marking,
labeling, and shipping papers do not apply.

Environmental samples can also be packaged without being placed inside metal
cans as required for flammable liquids. For example, sample containers properly
identified and with a sealed lid can be enclosed in sealed polyethylene bags and
packed in metal picnic cooler-type containers. Sufficient noncombustible, absorbent
cushioning material such as "bubble pack" must be used to minimize the possibility
of sample container breakage. Ice or "blue ice" is added to low-concentration _
samples. To further reduce the possibility of leakage, the sample container, and the
sample bottles and absorbent material can be placed in a larger bag that is aiso
sealed.

Marking and Labeling

A complete sample identification tag or label must be affixed to sample containers.
The words "Environmental Sample" should be marked on the outside container.

No DOT marking or labeling is required.

Shipping Papers

No DOT shipping papers are required for environmental sampies. However, the
appropriate chain-of-custody forms must be included with the shipment.

Transportation

There are no DOT restrictions on the mode of transportation for environmental
samples.
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432 Unanalyzed Hazardous Waste Site Samples, Excluding Those from Closed
Containers

The procedures to be used to pack, mark, and ship hazardous waste samples are
presented below. A checklist summarizing these procedures has been developed
and is provided as Table 3-1. This checklist should always be consulted prior to
sample shipment to ensure that all sample-handling requirements are satisfied.

Packaging

Packaging procedures are as follows:

1. Collect samples in accordance with the procedures given in SOP 6 of this
manual. Allow sufficient ullage (approximately 10 percent by volume) so
container is not liquid-full at 130 F. If a solid material is being collected,
the container plus contents shall not exceed 1 ib net weight.

2. Attach properly completed sample identification tag or a Malcolm Pirnie,
inc. sample label to sample container.

3. Seal sample container and place in 2-mil-thick (or thicker) polyethylene
bag (one sample per bag). Tags should be positioned to enable them to
be read through bag.

4. Place sealed bag inside a metal can with incombustible, absorbent
cushioning material (e.g., vermiculite or earth) to prevent breakage (cne
bag per can). Pressure-close the can and sue clips, tape, or other
positive means to hold the lid securely, tightly, and effectively.

5. Mark and label this container as indicated below.

6. Place one or more metal cans (or a single 1-gal bottle), surrounded by
incombustible packaging material for stability during transport, into a
strong outside container, such as a metal picnic cooler or a fiberboard

box.

7.  Mark and label the outside container and complete shipping papers as
described below.
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Sample Packaging and Shipping

Marking and Labeling

Use abbreviations only where specified. Place the following information (either hand-
printed or on preprinted labeis) on a metal can (or bottle): laboratory name and
address and "Flammable Liquid, n.o.s." (if not liquid, write “Flammable Solid, n.0.s.").*
Place the following labels on the outside of the can (or bottle): "Cargo Aircraft Only*
and "Flammabile Liquid" or, if not liquid, "Flammable Solid." ("Dangerous When Wet"
label should be used if the solid has not been exposed to wet environment.)

(NOTE: |f the cans are placed in an exterior container, both that container and the
inside cans must have the same markings and labeis as above. "Laboratory
Sampies" and “THIS SIDE UP* or "“THIS END UP" should also be marked on the top
of the outside container, and upward-pointing arrows should be placed on all four
sides of the exterior container.)

Shipping Papers

Complete the carrier-provided bill of lading and sign the certification statement. If
carrier does not provide these documents, use standard industry form, providing the
following information in the order listed (one form may be used for more than one
exterior container): "“Flammable Liquid, n.o.s." (or "Flammable Solid, n.o.s.," as
appropriate); "Cargo Aircraft Only"; "Limited Quantity* or "Ltd. Qty."; “Laboratory
Samples”; "Net Weight ___ " or "Net Volume____" (of hazardous contents), by item, if
more than one metal can is inside an exterior container. The net weight or net
volume must be placed just before or just after the "Flammable Liquid, n.o.s." or
"Flammable Solid, n.o.s." description.

A chain-of-custody record form (see SOP 2 of this manual) must be properly
executed and included in the exterior container.

Unless samples are driven to the laboratory, a team member must accompany
shipping container(s) to the transport carrier and, if required, open outside
container(s) for freight inspection.

433 nana Hazardous Waste Site les Taken From Closed Containe

Slightly different procedures apply to hazardous waste site samples taken from
closed containers. The procedures to be followed be site personnel for packaging,
marking, and labeling are presented below. They are rarely used and are provided

for information only.
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This packaging, marking, labeling, and shipping methods provides a worst-case
procedure for materials classed as Poison A (49 CFR 173.328). In the absence of
reliable data that exclude the possibility of the presence of Poison A chemicals or
compounds, these procedures must be followed.

Packaging

The following packaging procedures are to be used:

1. Collect sampie in polyethylene or glass container which is of an outer
diameter narrower than the vaive hole on a DOT spec. 3A1800 or
3AA1800 metal cylinder. Fill sample container allowing sufficient ullage
(approximately 10 percent by volume) so it will not be liquid-full at 130 F.
Seal sample container.

*Using "Flammable" does not convey the certain knowledge that a sample is in
fact lammable, or how flammable, but is intended to prescribe the class of
packaging in order to comply with DOT regulations. just before or just after the

*Flammable Liquid, n.o.s." or "Flammable Solid,

n.0.8." description.

2. Attach properly completed sample identification tag and EPA sample
control label to sample container.

3. With a string or flexible wire attached to the neck of the sample container,
lower the container into a metal cylinder that has been partially filled with
incombustible, absorbent, loose packaging material (vermiculite or earth).
Allow sufficient cushioning material between the bottom and sides of the
container and the metal cylinder to prevent breakage. After the cylinder is
filled with cushioning material, drop the ends of the string or wire into the
cylinder vaive hole. Only one sample container may be placed in a metal
cylinder.

4. Replace valve, torque to 250 ft-Ib (for 1-in. opening) and replace valve
protector on metal cylinder using Teflon tape.
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5. Mark and !abel cylinder as described below.
6. One or more cylinders may be placed in a strong outside container.

7. Mark and label outside container and complete shipping papers as
described below.

The samples may not be transported by Federal Express Corporation (air cargo) or
other common carrier aircraft, or by rented, nongovernment aircraft. (Samples may
be shipped by ground transport or government aircraft.)

Marking and lin

Use abbreviations only where specified. Place the following information (either
handprinted or on preprinted labels) on the side of the cylinder, or on a tag wired to
the cylinder valve protector: "Poisonous Liquid or Gas, n.o.s"* and the laboratory
name and address. Place the label "Poisonous Gas" on the cylinder ("Poisonous
Liquid* label not acceptable here, even if liquid).

(NOTE: i the metal cylinders are placed in an outside container, both the container
and cylinders inside must have the same markings and labels as above. In addition,
"Laboratory Sample* and "Inside Packages Comply with Prescribed Specifications®
should be marked on the top of the outside container. *THIS SIDE UP* marking
should be placed on the outside container and upward-pointing arrows on four
sides.) » :

*Using "Poisonous" does not convey the certain knowledge that a sample is in
fact poisonous, or how poisonous, but is intended to prescribe that class of
packaging in order to comply with DOT regulations.

Shipping Papers

Complete the shipper-provided bill of lading and sign the certification statement. If
carrier does not provide these documents, use standard industry form, providing the
following information in the order listed (one form may be used for more than one
exterior container; use abbreviation only as specified): *Poisonous Liquid, n.o.s.";
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“Limited Quantity” or "Ltd. Qty."; "Laboratory Samples”; "Net Weight ____ or "Net

Volume ____" (of hazardous contents), by cylinder if inside an exterior container.

The net weight or net volume must be placed just before or just after the "Poisonous

Liquid, n.o.s." marking.

A chain-of-custody record form must also be properly executed and included in the
container or with the cylinder.

Unless the samples are driven to the laboratory, a team member will accompany
shipping containers to the transport carrier and, if required, open outside
container(s) for freight inspection.

4.4 RECQRDS
A shipping certification form must be completed for all samples to be shipped.
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TABLE 3-1
Pa in

1. Check DOT 172.500 table for appropriate type of package for hazardous
substance.

2. Check for container integrity, especially the closure.

3. Check for sufficient absorbent material in package.

4. Check for sample tags and log sheets for each sample.
~ Shipping Papers
1.  Check that entries contain only approved DOT abbreviations.
2. Check that entries are in English.

3. Check that hazardous material entries are specially marked to differentiate them
from any nonhazardous materials being sent using same shipping paper.

4. Be certain all hazardous classes are shown for multiclass materials.
5. Check total amounts by weight, quantity, or other measure used.

6. Check that any limited-quantity exemptions are so designated on the
shipping paper.

7.  Offer driver proper placards for transporting vehicle.
8. Check that certification is signed by shipper.

9. Make certain driver signs for shipment.
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RCRA Manifest
1.  Check that approved state/federal manifests are prepared.

TABLE 3-1
RCRA MANIFEST (Cont'd)

2. Check that transporter has the following: valid EPA identification number, valid
driver’s license, valid vehicle registration, insurance protection, and proper DOT
labels for materials being shipped.

3. Check that destination address is correct.

4. Check that driver knows where shipment is going.

5. Check that driver is aware of emergency procedures for spills and accidents.

6. Make certain driver signs for shipment.

7. Make certain one copy of executed manifest and shipping document is retained
by shipper.
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1.0 QBJECTIVE

This guideline details the steps required to measure the pH of an aqueous sample

while in the field using both a pH meter and pH paper. It is important to obtain a

pH measurement scon after taking a sample and thus avoid sample changes such
as precipitation, temperature fluctuation, or oxidation which can affect the pH of the
sample.

20 APPLICABILITY

This guideline is applicable to alt aqueous samples such as potable well water,
monitoring well water, surface water, leachate, drummed wastewater, and other water
sampies.

o QEFINITIQN§

pH--The negative logarithm (base 10) of the hydrogen ion activity. The hydrogen
ion activity is related to the hydrogen ion concentration, and, in relatively weak
solution, the two are nearly equal. Thus, for all practical purposes, pH is a measure
of the hydrogen ion concentration.

pH paper--Paper that turns different colors depending on the pH of the solution to
which it is exposed. Comparison with color standard supplied by the manufacturer
will then give an indication of the solution pH.

4.0 GUIDELINES

Measurement of pH is one of the most important and frequently used tests in water
chemistry. Practically every phase of water supply and wastewater treatment such
as acid-base neutralization, water softening, and corrosion control is pH dependent.
Likewise, the pH of leachate can be correlated with other chemical analyses to
determine the probable source of contamination. It is therefore amportant that
reasonably accurate pH measurements be taken.

Two methods are given for pH measuremem the pH meter and pH indicator paper.
To use the pH meter, the meter and electrode are standardized in pH 7 buffer and
then immersed in the unknown sample to obtain a pH reading. No standardization
is required when using pH paper. The indicator paper is simply immersed in the
sample, and then a color comparison is made.
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4.1 RESPONSIBI

The project team leader is responsible for deciding when a pH measurement should
be taken.

The field samplers are responsible for measuring the pH and for recording and
reporting the results.

42 EQUIPMENT
The following equipment is needed for taking field pH measurements:
1. Accumet 150 portable'pH meter or equivalent
2. Combination electrode with polymer body to fit the above meter

3. pH indicator paper, such as Hydrion or Alkacid, to cover the pH range 2
through 10

43 CALIBRATION

Calibration procedures should be in accordance with those specified in the
operations manual of the meter.

4.4 FIELD pH MEASUREMENT
4.4.1 pH Meter
The following procedure is used for measuring pH with a pH meter:

1. Immerse the tip of the electrode in water overnight. If this is not possible
due to field conditions, immerse the electrode tip in water for at least an
hour before use.

2. Rinse the electrode with demineralized water.

3. Immerse the electrode in pH 7 buffer solution.

4. Adjust the temperature compensator to the proper temperature.

S

TOO

TooO



Field pH Measurement Standard Operating Procedure 4

Page 3 of 3
Date: June 14, 1985

R

5. Adjust the pH meter to read 7.0. (Note: K the sample is known to have
a very acidic or alkaline pH, standardize the meter with pH 4 or pH 10
buffer, respectively.)

6. Remove the electrode from the buffer and rinse with demineralized water.

7. Immerse the electrode in the unknown solution.

8. Read and record the pH of the solution, after adjusting the
temperature compensator to the sample temperature.

9. Rinse the electrodes with demineralized water.
10. Keep the electrode immersed in water when not in use.
4.4.2 Indicator Paper |
The following procedure is used for measuring pH with pH indicator paper:
1. Immerse a strip of indicator paper into the unknown solution.

2. Remove the paper from the solution and compare the color with the indicator
colors given on the pH paper container.

3. Record the pH. (Note: If the indicator paper is suspected of being old or
deteriorated, immerse it in pH 7 buffer and check the color that develops against
the standards given.) .

45 RECORDS
All results are to be recorded in the field logbook.
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W
1.0 QBJECTIVE

This guideline details the steps required to measure the specific conductance of an
aqueous sample while in the field. It is important to obtain a specific conductance
measurement soon after taking a sample since temperature changes, precipitation
reactions, and absorption of carbon dioxide from the air all affect the specific
conductance.

2.0 APPLICABILITY

This guideline is applicable to all aqueous sampies such as potable well water,
monitoring well water, surface water, leachate, drummed wastewater, and other water
samples.

3.0 DEFINITIONS

Resistance--The inability of a substance to conduct a current. For metals and
solutions the resistance is defined by Ohm's law, E = IR, where E is the potential
difference, | is the current, and R is the resistance.

Conductance--The reciprocal of the resistance, 1/R.

Specific conductance--The conductance of a 1-cm cube of electrolyte. Conductivity
and specific conductance are used synonymously; this SOP will use the term
"specific conductance.”

4.0 GUIDELINES

Conductivity is a numerical expression of the ability of a water sample to carry an
electric current. This value depends on the total concentration of the ionized
substances dissolved in the water and the temperature at which the measurement is
made. Th mobility of each of the various dissolved ions, their valences, and their
actual and relative concentrations affect conductivity.

An aqueous system containing ions will conduct an electric current. In a direct-
current field, the positive ions migrate toward the negative electrode, while the
negatively charged ions migrate toward the positive electrode. Most inorganic acids,
bases, and salts (such as hydrochloric acid, sodium carbonate, and sodium
chloride) are relatively good conductors.

b
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Conversely, molecules of such organic compounds as sucrose and benzene, which
do not dissociate in aqueous solution, conduct a current very poorly, if at all.

41 RESPONSIBILITIES

The project team leader is responsible for deciding when a specific conductance
measurement shouid be taken. Details will be given in the sampling pian for the

site.

The field samplers are responsible for taking the conductance measurement and for
recording and reporting the resuits.

42 EQUIPMENT

The following equipment is needed for taking specific conductance measurements:

1. YS!| Model 33 portable conductivity meter or equivalent
2. Probe for above meter

4.3 CALIBRATION

Calibration procedures should be in accordance with those specified in the
operations manual of the meter.

44 SPECIFI NDUCTANCE MEASUREMENT
The steps involved in taking specific conductance measurements are listed below.

1. Immerse the electrode in water overnight. If this is not possible due to
field conditions, immerse the electrode for at least an hour before use.

2. Rinse the cell with one or more portions of the sample to be tested.
3. Immerse the electrode in the sample and measure the conductivity.

4. Read and record the results. Adjust the temperature setting to the
sample temperature.

if the specific conductance measurements become erratic or inspection shows that
any of the platinum black has flaked off the electrode, replatinization of the electrode
is necessary. See the manufacturer’s instruction for details.

ST

—



Specific Conductance Measurement Standard Operating Procedure 5
Page 3 of 3

Date: June 14, 1985

Note that specific conductance is occasionally reported at temperatures other than
ambient.

45 RECORDS
All results are to be recorded in the fieid logbook.
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1.0 OBJECTIV

The objective of these guidelines is to provide general reference information on
sampling.

20 LIMITATION

These guidelines are for information only and are not to take precedence over the
requirements of project-specific plans for sampiing.

3.0 DEFINITION

Sampling. The physical collection of a representative portion of a population,
universe, or environment.

Environmental Samples. Usually offsite samples with mid- or low-contaminant
concentrations such as ambient air, streams, ground water, leachates, ditches, sail,
and sediments collected at a distance from direct sources of contaminants.

Hazardous Samples. Samples of "raw” wastes, up to 100 percent by concentration,
such as those taken from drums, tanks, and other containers; from waste piles,
spills, or onsite lagoons or ditches; and from contaminated soil in the immediate

vicinity of waste storage or spill areas.

Sampling Plan. A detailed plan that covers the sampling objectives and strategy.

4.0 GUIDELINES

These guidelines identify the sampling equipment, the sequence of operations, and
the documents involved in physical sampling at or near uncontrolled hazardous-
substance sites. Reference is made to other descriptive or instructional documents

as appropriate.

41 SAMPLING RESPONSIBILITIES

Project managers are responsible for ensuring that the project specific sampling
procedures are followed, maintaining chain-of-custody, and determining that all
sampling documents have been completed properly and are accounted for.
Samplers are responsible for collecting samples, initiating chain-of-custody forms,
and the necessary sample documents as required.
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42 SAMPLING EQUIPMENT

Typical equipment used for air and radioactivity sampling is summarized in Table 6-
1 and sampling equipment for solid or liquid samples is listed in Table 6-2. Table 6-
3 presents container and preservation requirements for samples.

43 SAMPLING METHODS

4.3.1 Environmental Samples
Air

if initial site atmospheric hazard surveys have been conducted and levels of
personnel protection have been established, surveys for organic/inorganic vapors,
oxygen content, combustible gases, and radioactivity must be repeated to confirm
previous findings. These surveys are to be repeated periodically, as specified in the

sampling plan.

Surface Water

Collecting a representative sample from surface water is difficult but not impossible.

Samples should be collected near the shore unless boats are feasible and permitted.

A small container or dipper attached to a pole is used to obtain the samples.
Samples from various locations and depths should be composited; otherwiss,
separate samples will have to be coilected. Approximate sampling points shouid be
identified on a sketch of the water body. The following procedures are used:

1. Record available information for the pond, stream, or other water body,
such as its size, location, depth, and probable contents, in the field
logbook, on the chain-of-custody form, and on the sample log sheet.

2. Take samples near the shore of the water body and transfer them to
appropriate bottles. See Table 6-3.

3. Secure the lid of each sample bottle and attach a label containing sample
identification, number, and date. Securely tape the lid to the bottle; then
date and initial the tape.

4. Measure the sample radioactivity and record. If readings exceed
10 mR/hr, notify the team leader or the site safety officer immediately.
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Hazard

Explosive
atmosphere

Oxygen-dificient
atmosphere

Toxic atmosphere

Radicactivity

TABLE 6-1

INSTRUMENTATION FOR AIR MONITORING

—{irect Reading

Combustible gas
indicator

Oxygen meter

Photoionization

detector, flame

ionization de-

tector with gas

chromatography

option, colori-

metric tubes

Radiation survey

meters (Geiger-

Mueller), pas-
sive monitors

Instrument
Type/Name

Collection Media

ENMET CGS-80
Tritector

ENMET CGS-80
Tritector

HNU-PI-101,
OVA-Century,
OVA 128,
Drager,
Bendix,

Eberline,
Victoreen

Not used

Not used

Sampling pumps in
conjunction with
gas chromato-
graph, absorption
tubes, filters,
impingers

Dosimeters, film
badges
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TABLE 6-2

SOLID AND LIQUID SAMPLING EQUIPMENT

Sampler Applications

Plastic® Liquids, slurries
a

Glass tubes -

Pumps, tailers Wells

Pnd (dip)a Liquids, sludges
: sampler
Manual hand pump Liquids
Weighted bottle Liquids
sampler
Buckets Streams, ponds

Grain sampler Granular scolids

Sampling trier Solids

Trowel/scoop/ Solids, soil

spoon

Wisk pile sampler Loose solids

So0il deeper than
3 to 4 in,

Soil auger
(manual)

aRecommended devices.

Limitations

Not for wastes containing ketones,
nitrobenzene, dimethylformamide,
mesityl oxide, tetrahydrofuran, or
many common solvents such as
acetone.

Not for wastes containing hydro-
fluoric acid and concentrated
alkali solutions.

Pump may be used for precleaning
well. Power or gas sources re-
quired. Bailers are slower than
pumps, require no tubing.

Cannot be used to collect samples
beyond 12 ft.

Requires large amounts of disposable
tubing; cannot be used when tubing
is not compatible with material.

Difficult to use with very viscous
liquids. Exterior of sample
bottle is exposed to hazardous
materials.

Regtricted to onshore sampling.

Limited application for sampling
moist and sticky solids with a
diameter of 1/4 in.

May incur difficulty in retaining
cora sample of very dry granular
materials during sampling.

Not applicable to sampling deeper
than 3 in. Difficult to obtain
reporducible mass of samples.

Not applicable to sampling solid
wastes with dimensions greater
than half the diameter of the
sampling tube,

Does not collect undisturbed core
sample,
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Type of
a
Sample
CC ad GC/MS
organics
Extractables

VOAs
Inorganics

Ceneral
chemistry

Coo/TOC

Cyanide

0{1 and grease

%henols

Sulfides

CC and GC/MS
organics

Inorganics

b
Concentration

Low

Medium and High
Low

Medium
High

Low
Medium
High
Low
Medium
MHigh

TABLE 6-3

CONTAINER AND PRESERVATION REQUIREMENTS

Sample
Container

1.2 gal glass
40-ml glass
ampule
8-0z glass
1-1iter
polyethylene
8-0z glass
8-0z glass
1=1iter
polyehtylene
1=1{ter
polyehtylene
1/2=1iter
polyethylene
1=1iter
glass
1-1{ter
polyethylene

1/2-liter
glass

Soils/Solids

8-0z glass
4-0z glass
8-0z glass
4-0z glass
4-02 glass
8-0z glass

Sample
Size

1 gal
80 =l

4 to 6 gz
1=liter

4 oz
4 oz
1 liter

0.5 liter
pH <2
0.5 liter

1.0 1iter

1.0 liter

0.5 liter

oz
oz
oz
<
-1 4
oz
oz

L I TN

‘GC = gas chromotagraphy; MS = mass spectroscopy; COD/TOC = Chemical Oxygen
Demand/Total Organic Carbon.
Low = sample contains less than 10 ppm of any single contaminant; medium =
sample contains between 10 ppm and 15 percent cof any one contaminant; high =

sample contains greater than 15 percent of any one contaminant.
cSoo NEIC requirements in NEIC Denver's Enforcement Considerations for

Evaluations of Uncontrolled Hazardous Waste Disposal Sites dy Contractors,

April 1980.

Preservatives

lce
ice

Nonoc
NEIC

None
None
None

H
ZSO~ to

NaQOH to pM
212

H,.50 to

L3
2pH «

1 g/liter of
copper
sylfate
H_PO_ to
A o

2-ml of 2N zinec
acetats
solution/titer

Nonoc
NEIC

(Y

)
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5. Carefully pack samples. Custody-seal the shipping package.

Ground Water

Monitoring Wells. Figure 6-1 is a typical well sampling data sheet. Not all the
information shown can be obtained at all wells. Critical, required

Gl
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Waste Site Name

WELL-MONITORING DATA SHEET

Analyze for:

Waste Site Location

Well I.D. Number

Sampler

Date and Time

Sample I.D. Number

Well Depth

Water Depth

Casing Size

Volume Bailed

Recharge Wait

Depth Saméled

Sample Method

Vacuum
Bailer
Pressure
Other

Sample Temperature

Preservation Method

Cbservations

Figqure 6-1 Example of Well-Monitoring Data Sheet
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information includes:

AhON -

Wall locations

Well radius or diameter
Depth to water level
Total well depth
Amount of water in well

This information should be entered in the logbook.

Wells must be bailed or pumped three to five well volumes before sampling.
Samples are taken after the well recharges to initial water depth. Wells that do not
recharge within 24 hours will be sampled after the well recharges to a sufficient
depth to provide an adequate volume of sample for analysis. Care must be taken
not to disturb sediment at the bottom of the well when taking samples. The

following procedures are used:

1.

Measure the water level in the well using an M-scope or other device and
record the elevation at the top of the water surface.

Determine the submerged casing volume (standing water volume) in the
well from the following equation:

V=314 *h
where
V = volume
r = radius

h = standing water height as determined from drilling logs and
actual measurement.

For example, a 30-ft drilled well with 5 ft of screen has a 2-in. casing with

a nominal inside diameter of 1.90 in. (4.83 cm). The standing water level

has been determined to be 10 ft or approximately 305 cm. Therefore, the
submerged casing volume (in cubic centimeters and liters)

= [3.14(2.42)%)305

= 5609 cm? or 5.6 liters

W
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3. With a manual bailer, remove three to five casing volumes of water from
the well. To avoid disturbing the sediment, do not insert the bailer to the
bottom of the screen. (Note: If the casing size allows, the well may be
pumped with a submersible electric pump or other device until the
appropriate volume has been removed. Do not overpump.)

4. When the well has recharged sufficiently, remove enough water to fill all
sample bottles in accordance with Table 6-3. Add preservatives where
required. In the event that recovery time of the well is very slow (e.g., 24
hours), attempts to collect samples immediately after bailing or pumping
can be delayed until the following day. if the well has been bailed early in
the morning, sufficient water may be standing in the weil by the day's end
to permit sample collection. If the well is incapable of producing a
sufficient volume of sample at any time, take the largest quantity available
and record in the logbook.

5. Label, tag, and number the sample bottle. Tape the lid on securely and
mark the tape with the date and the collector’s initials.

6. Replace the well cap. Make sure the well is readily identifiable as the
source of the samples.

7. Pack the samples for shipping. Attach a custody seal to the shipping
package as described above. Make sure that traffic reports and chain-
of-custody forms are properly filled out and enclosed or attached.

Hydrants or Pumped Wells. Sampling from hydrants or pumped wells such as
domestic wells requires a modified procedure. The well must be flushed by running
the water for 5 minutes through the tap nearest the well. Take the sample from the
continuously running tap after the S5-minute period. More detailed procedures can
be found in Guideline 1.

Follow the steps above for entering information, packing, preserving, labeling, and
marking.

oils

Environmental soil sampling is generally performed off the site. The sampler to be
used is dependent on the parameters to be analyzed, soil type, depth of sample
desired, and homogeneity of sail.

A
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For loosely packed earth, appropriately cleaned stainless steel or teflon coated
scoops, trowels, and waste pile samplers can be used to collect representative
samples. For densely packed soils or deep soil samples, a soil auger or other

techniques may be used.

1.  Use a soil auger for deep samples (6 to 12 in.) or a scoop or trowel for
surface samples. Remove debris, rocks, twigs, and vegetation before
collecting 200 to 250 g. Mark the location with a numbered stake if
possible and locate sample points on a sketch of the site.

2. Transfer 100 to 200 g of the sample to a 250-ml container. Attach a
label, identification number, and tag. Record all required information in
the field logbook and on a sample log sheet as described in
Section 4.4.3, below.

3. Store the sampler in a plastic bag until decontamination or disposal.

4. Tape the lid on the sample bottle securely and mark the tape with the
date and the sample collector’s initials.

5. Carefully pack the samples. Attach a custody seal to the shipping
package. Make certain that chain-of-custody forms are property filled out

and enclosed or attached.

Sludges and Sediments

Sludge samples and sediments can usually be collected by bucket or longhandled
dipper. If the sludges or sediments are relatively dense, waste pile samplers or tiers

may be used.

1. Collect at least three small, equal-sized samples for several points along
the sludge or sediment deposition area. If possible, mark the location
with a numbered stake and locate sample points on a sketch of the site.
Deposit sample portions-in a clean, 1/2-gal composite.

2. Sediments from large streams, lakes, and the like may be taken with
Ekman, Ponar dredges, or equivalent from a boat.

3. Transfer 100 to 200 g of the composite sludges from the 1/2-gal jar to a
250-ml sample bottle. Attach identification label number and tag. Record
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ali necessary information in the fieid logbook and on the sampie log
sheet.

4. Store the sampler and jar in a plastic bag until decontamination or
disposal.

5. Tape the lid on the sample bottle securely and mark the' tape with the
date and the sample collector’s initials.

6. Pack the samples for shipping. Attach a custody seal to the shipping
package. Make certain that chain-of-custody forms are properly filled out
and enclosed or attached.
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4.3.2 Hazardous Samples
Air

Air samples are rarely taken to determine a medium or high hazard levels. In fact,
site activities are usually suspended if high ambient hazardous substance
concentrations are detected by routine monitoring devices or if low oxygen levels are
discovered.

Surface Water

When collecting samples from medium- to high-hazard surface waters, such as
onsite lagoons or ponds, the steps outlined above for environmental sampling
should be followed. Added safety precautions, such as lifelines, are required.

Drums

Probably the most common container at hazardous waste sites is the drum, which is
constructed of either metal or paper (fiber). Drum samples should be obtained
through a free opening or through the bung hole whenever possible, using the
procedure described below. Because drums may fail structurally, losing all or part
of their contents, caution must always be exercised when it is necessary to move
drums to gain access to them. The wisest course of action is to sample, analyze,
and remove the most accessible drums before handling damaged, tipped, or buried
drums. Remote-controlled bung wrenches are the best tools for opening drums.

Drums must be opened siowly and carefully. If the drum is bulging because of
inside pressure or vacuum, special precautions must be taken in opening it.

It is permissible to place disposable sampling equipment in a drum that was
sampled before resealing it. Separately labeled drums may be used as receptacles

for contaminated sampling equipment as long as compatibility of the wastes is
ensured. .

The following procedures are used to obtain samples from drums:

1. Record any markings, special drum conditions, and type of opening in the
field logbook, on the sample log sheet, and, later, on the chain-of-
custody form. Locate the general area on a sketch of the site.
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2.

10.

11.

Stencil an identifying number on the drums and record in logbook.
Consult the sampling plan for identifications.

Make certain that the drum is set on a firm base, preferably in a fully
upright position.

Using a nonsparking bung wrench or a remote-controlled bung remover,
carefully remove the bung and set it aside. Drums with top lids and
samp-ring seals may be opened by carefully removing the seal and prying
off the lid with a nonsparking tool. Set the lid and samp ring aside.

Carefully insert the sampling tube (either metal, glass, or compatible
plastic) into the drum contents. Secure the upper end of the tube with
the thumb or paim and withdraw the tube. (Note: If the sample is not
free flowing and is contained in a drum with a lid, the sample may be
removed with a clean scoop or a small shove.).

Deliver 100 to 250 mi of the sample (the sampliing plan will specify the
amount) to a clean, wide-mouth, 500-mi (1 pt) glass sample jar. If the
sample is not free flowing and is taken through a bung opening, repeated
sampling may be necessary. Replace the bung or cover carefully.

Place the used sampling tube, along with paper towels or waste rags
used to wipe up any spills, into an empty metal barrel for subsequent
disposal. If glass tubing has been used, it may be broken and left inside
the drum being sampled.

Replace the cap on the sample jar; label, date, and number the jar.
Record all information on the chain-of-custody form, sample log sheet,
sample tag, and field logbook. The sample jar numbers and dates must
match those recorded on all forms.

Secure the sample container lid with heavy-duty tape. Date and sign the
tape.

Measure the sample for radioactivity. f the meter readings exceed
10 mR/r, notify the site manager immediately.

SR

Carefully pack samples. The finished package will be padlocked or
custody-sealed for shipment to the laboratory. The preferred procedu.re
includes the use‘of a custody seal wrapped across filament tape that is

1
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Tanks

wrapped around the package at least twice. The custody seal (paper,
plastic, or metal) is then foid over and stuck to itself so that the only
access to the samples is by cutting the filament tape or breaking the seal
to unwrap the tape. The seal is signed before the package is shipped.

The sampling of tanks is similar to the sampling of drums. Techniques of sampling
are the same, except sampling equipment may need to be longer to give a
representative sample of deep tanks.

1.

Record the tank’'s condition, markings, opening or valve types, and
approximate size in gallons in the field logbook, on the chain-of-custody
form, and on the sample log sheet. Note the tank location on the site
sketch.

Attach an identification number to the tank using a stencil or weatherproof
tag. Number succeeding tanks consecutively. Record the numbers in the
logbook. :

Determine whether the tank contents are stratified by inserting a
long plastic or glass tube sampler, withdrawing it, and examining the tube
contents.

Samples of stratified contents can be taken with a bomb or weighted
bottle sampler at each level. A segmented tube sampler may also be
used if available. Deliver sampler contents, if stratified, to separate 500-
ml glass sample jars. Otherwise, a single sample will suffice.

Secure the jar lid and label, date, and number the jar as above. Securely
tape the lid to the jar; date and initial the tape.

Measure the sample radioactivity and record. Notify the site manager if
readings exceed 10 mR/hr.

Carefully pack samples. Custody-seal the shipping package as described
previously.

Clean any nondisposable sampling equipment and dispose of cleaning
solvents and materials in a metal drum. Wipe up any spills and place
rags or paper towels in the metal drum for later disposal.

7
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Solid Waste Piles

Piles of waste usually vary in size and composition. Use scoops or trowels to obtain
small discrete samples of homogeneous piles. Layered (nonhomogeneous) piles
require the use of tube samplers or triers to obtain cross-sectional samples.

1.

Collect small, equal portions of the waste from several points at or near
the surface of the pile. Use numbered stakes, if possible, to mark the
sampling locations and locate sampling points on the site sketch.

Collect a waste sample totaling 100 to 200 g and place it in a 250-mi
glass container. Attach a label, identification number, nad tag. Record all
the required information in the field logbook and on the sample log sheet.

Store the sampling tool in a plastic bag until decontamination or disposal.

Tape the lid on the sample bottle securely and mark the tape with the
date and the sample collector’s initials.

Pack samples for shipping. Attach a custody seal to the shipping
package. Make sure that the traffic report and the chain-of-custody form
are properly filled out and enclosed or attached.

For layered, nonhomogeneous piles, grain samplers, sampling triers, or waste pile
samplers must be used to acquire a cross-section of the pile. The basic steps are
listed below.

1.

Insert a sampler into the pile at a 0- to 45-degree angle from the
horizontal to minimize spillage.

Rotate the sampler once or twice to cut a core of waste material. Rotate
the grain sample inner tube to the open position and then shake the
sampler a few times to allow the material to enter the open slits.

Move the sampler into position with slots upward (grain sampler closed)
and slowly withdraw it from the pile.

Transfer 100 to 200 g of sample into a 250-mi container with the aid of a
spatula or brush. Attach a label identification number and tag. Record all
necessary information in the field logbook and on the sample log sheet.
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5. Store the sampler in a plastic bag until decontamination or disposal.

Sampling

6. Tape the lid on the sample bottle securely and mark the tape with
the date and the sample collector’s initials.

7. Pack sample for shipping. Attach a custody seal to the shipping
package. Make certain that the traffic report and chain-of-custody form
are properly filled out and enclosed or attached.

oils

Guidelines for collecting hazardous soil samples are the same as those for collecting
environmental soil samples.
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Sludges and Sediments

Guidelines for collecting hazardous sludge and sediment samples are the same as
those for collecting environmental siudge and sediment samples.

4.4 SAMPLING DOCUMENTS AND RECORDS

This section identifies the various documents, forms, labels, and tags that sampling
personnel will be required to use in the field.

- Field logbook(s)

- Field data records

- Sample log sheet

- Table of contents for sample log sheet notebook
- Other

- Sample identification labels and/or tags

- Chain-of-custody form

- Custody seal

There are additional forms of documentation that may need to be maintained that
are not standard in format. These forms are discussed separately.

4.41 Field Logbook

A field logbook is a bound notebook with numbered pages in which all pertinent
information about a field investigation (data, observations, phone calls, etc.) is
entered. It is advised that one field logbook be maintained per site. This logbook is
issued by the Project Manager for the life of the project. Logbooks may be issued
to other field personnel (including those collecting samples). The Project Manager
(or his designee) numbers all logbooks and records their transfer to other individuals
as necessary. All project logbooks are to be turned over to the Project Manager
and to a central file at the completion of the particular field activity.

4.42 Field Data Récords

Field data records may include sample log sheets, tables of contents for sample log
sheet notebooks, and any other data records that the Project Manager or task
leader may designate for use in field data collection. The exact forms used will
depend on the scope of the project and the situations presented.
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4.4.3 Sample Log Sheet

A sample log sheet is a notebook page 8.5 by 11 in. that is used to record
specified types of data while sampling. The data recorded on these sheets is useful
in describing the waste source and the sample (if obtained) as well as pointing out
any problems encountered during sampling.

4.4.4 Table of Contents for Sample Log Sheet Notebook

The table of contents form is a notebook page 8.5 by 11 inc. on which entries are

made as the completed sample log sheets are placed in a three-ring binder. Figure
6-2 is an example of the table of contents form. This form facilitates quick reference
to the sample log sheets contained in the notebook and remains in the notebook at

all times.

445 Labeling of Samples
Sample Label

The sample label is a 2- by 4-inc. white label with black lettering and an adhesive
backing. Figure 6-3 is an example of Malcolm Pirnie sample identification label.

A sample label must be attached to each bottle that contains a sample. The label
must be attached to the bottle just before putting the sample into the bottle. In
addition, the label should be covered with clear plastic tape to ensure that it does
not peel off or become damaged. The sample number is the number assigned to
the waste source under inspection and any samples taken from it.

446 Chain-of-Custody Form

The chain-of-custody form (8.5 by 11 in.) accompanies a sample or group of
samples as it is transferred from person to person. Figure 6-4 is an example of a
chain-of-custody form. This form documents custody transfer from person to
person. Additional procedures regarding chain-of-custody are given in SOP#2.

4.47 Custody Seal

A custody seal is a small paper label with black lettering on an adhesive backing.
Figure 6-5 is an example of and EPA custody seal. The custody seal is part of the
chain-of-custody process and is used to prevent tampering with samples after they
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EXAMPLE TABLE OF CONTENTS FOR SAMPLE NOTEBOOK




MALCOL._ 1+ Halcola Pirnier Inc
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CHAIN OF CUSTODY RECORD

MALCON M MW o (
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FIGURE 6-8

EPA CHAIN-OF-CUSTODY SEAL
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have been collected in the field. Custody seals are provided by the Sampling
Management Office and are distributed by the document custodian on an as-
needed basis.

4.4.8 Nonstandard Documentation

Photographs

When movies, slides, or photographs are taken of a site or any monitoring location,
they are numbered to correspond to logbook entries. The name of the
photographer, date, time, site location, site description, and weather conditions are
entered in the logbook as the photographs are taken. A series entry may be used
for rapid-sequence photographs. The photographer is not required to record the
aperture settings and shutter speeds for photographs taken within the normal
automatic exposure range. However, special lenses, films, filters, and other image-
enhancement techniques must be noted in the logbook. If possible, such
techniques should be avoided, since they can adversely affect the admissibility of
photographs as evidence. Chain-of-custody procedures depend upon the subject
matter, type of film, and the processing it requires. Film used for aerial
photography, confidential information, or criminal investigations require chain-of-
custody procedures. Adequate logbook notations and receipts may be used to
account for routine firm processing. Once developed, the slides or photographic
prints shall be serially numbered and labeled according to the logbook descriptions.
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Ground Water Level Measurement

1.0 OBJECTIVE

The objective of these guidelines is to provide general reference information and
technical guidance on the measurement of ground-water levels.

2.0 LIMITATION

These guidelines give overall technical guidance only and should be modified by
specified requirements of project-specific plans for measuring ground water levels in
wells.

Cascading water within a borehole can cause false readings with some types of
electrical sounding devices. Oil layers may also cause problems in determining the
true water level in well.

All water level measurements at a site should ideally be made on the same day.

Ground water contaminated by organic compounds may release toxic vapors into
the airspace inside the wellpipe. The release of this air when the well is initially
opened is a health/safety hazard which must be considered.

3.0 DEFINITION

Hydraulic head-Also piezometric head or ground-water potential pressure is equal to
atmospheric pressure.

Water table —~ A surface in an aquifer where ground-water pressure is equal to
atmospheric pressure.

Piezometric (potentiometric) surface - A surface which is defined by the levels to
which water will rise in cased wells which penetrate a confined or artesian aquifer.

4.0 GUIDELINES

4.1 General

In measuring ground-water levels, there should be a clearly established reference
point of known elevation, which is normally the top of the well casing. The field
notes recorded should clearly describe the reference used. To be useful, the
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reference point should be tied in with the USGS - Benchmark or a local datum. An
arbitrary datum could be used for an isolated group of wells if necessary. (All
ground-water level measurements shall be made and recorded to the nearest 0.05
foot.) After the ground-water observation standpipe has been installed or the cased
borehole completed and left open, the initial depth to the water should be measured
and recorded. The date and time of the reading should also be recorded.
Information related to precipitation should be included in the data. The depth of the
ground water should be entered.

Appropriate remarks describing the history of the ground-water standpipe or open-
cased borehole should be recorded along with the name of the individual who has
read th ground-water monitoring well.

Readings should be taken regularly, as required by the site geclogist. Ground-
water standpipes or open-cased boreholes that are subject to tidal fluctuations
should be read in conjunction with a tidal chart; the frequency of such readings
should be established by the site geologist.

42 SPECIFIC GROUND-WATER LEVEL MEASURING TECHNIQUE

There are several methods for determining water levels in boreholes and monitoring
wells. Certain methods have particular advantages and disadvantages depending
upon th diameter of the borehole or casing, ground-water quality, and hydraulic
conductivity of the formation. A general guideline for obtaining static water level and
changes in water level during testing is presented along with a listing of various
advantages and disadvantages of each technique. An effective technique should be
selected for the particular site conditions by the onsite geohydrologist.

Procedure
1.  Check operation of equipment above ground.
2.  Record well number, top of casing elevation and surface elevation it
available. Water levels should be taken from top of the still protective
casing or a reference point at the ground surface for borehole

measurements. The distance between the top of the protective casing
and inner casing should be recorded.

3. Record water level to the nearest 0.5 foot.
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4. Record the time and day of the measurement.

5. Many water level measuring devices have marked metal or plastic bands
clamped at intervals along the measuring line used for reference points to
obtain depth measurements. The spacing an accuracy of these bands
should be checked frequently, as they may loosen and slide up or down
the line, resulting in inaccurate reference points.

Chalked Steel Line - Water level is measured by chalking a steel weighted tape and
lowering it a known distance into the well or borehole. Water level is determined by
subtracting the wetted chalked mark from th total length lowered into the hole.

The tape should be withdrawn quickly from the well because water has a tendency
to rise up the chalk due to capillary action. A paste called "National Water Finder"
may be used in place of chalk. The paste is spread on the tape the same way as
the chalk, but the part that gets wet turns red. This paste is manufactured by the
Metal Hose and Tubing Company, Dover, New Jersey. Disadvantages include the
following: Limited to less than 300 ft, ineffective it borehole weil is wet or inflow is
occurring above the water level, chalking the tape is time consuming, difficult to use
during periods of precipitation.

Popper or Bell Sounder -- A A bell or cup shaped weight that is hollow on the
bottom is attached to a measuring tape and lowered into the well. A "plopping" or
"nopping" sound is made when the weight strikes the surface of the water. An
accurate reading can be determined by lifting and lowering the weight in short
strokes, and reading the tape when the weight barely strikes the water.

Electric Water Level Indicators -~ This method consists of a spool of small- diameter
steel cable and a probe attached to the end. when the probe comes in contact
with the water, the circuit is closed and a meter, light, and/or buzzer attached to th
spool will signal the contact. Pen light batteries are normally used for a power
source.

There are a number of commercial electric sounders available, none of which is
entirely reliable. Especially when there is cil on the water, high specific
conductance, water cascading into the well, or a turbulent water surface in the well,
measuring with an electric sounder may be difficult. The electric tapes generally are
marked at 5-ft intervals with clamped-on metal bands. Before lowering the probe
into the well, the circuitry can be checked by dipping the probe in water and
observing the indicator. The probe should be lowered siowly into the well. The
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electric tape is marked at the measuring point where contact with th water surface
was indicated. The distance from the mark to the nearest tape band is measured
and added to the band reading to obtain the depth to water. The metal bands have
a tendency to move when they are continuously run in and out of a casing.
Therefore, these bands should be calibrated periodically and adjustments should be
made.

Float Recorder -- A float or an eletromechanically actuated water-seeking probe
may be used to detect vertical changes of the water surface in the hole. A
recording chart drum is rotated mechanically while a clock drive over a recording
pen horizontally across the chart. To ensure continuous records, it should be
inspected, maintained, and adjusted periodically.

Air Line - An air line is especially useful in pumped wells where water turbulence
may preclude the use of other devices. A small-diameter tube of known length is
installed from the surface to a depth below the lowest water level expected.
Compressed air (from a compressor, bottled air, or air pump) is used to purge the
water from the tube. The pressure needed to purge the water from the air line
multiplies by 2.31 (ft of water for 1 psi) equals the length infeet of submerged air
line. The depth to water below the center of of the pressure gauge can be
calculated by subtracting the length of air line below the water surface from the total
length of the air line.

Capillary Tubing - In small diameter tubing, water levels are determined by using a
capillary tube. Colored or clear water is added to one end of the tube and looped.
The other end of the tube is placed in the small diameter tubing until the water in
the loop moves. The point on the tube is marked where it intersects the top of the
casing. This point is then measured from the bottom of the capillary tube o
recorded if the capillary tube is calibrated. This is the best method for very small
diameter tubing monitoring systems such as Barcad and other multilevel samples.
Unless the capillary tube is calibrated, two people may be required to measure the
length of capillary tubing used to reach the ground water.

Pressure Transducer - Pressure transducers measure the pressure of water on the
transducer. The transducer is lowered into a well or borehole below the water. The
transducer is wired into a recorder at the surface to record changes in water level
with time. The recorder digitizes the information and can transfer the information to
a compute for evaluation. The pressure transducer should be initially calibrated with
another water level measurement technique to ensure accuracy. This technique is
very useful for hydraulic conductivity testing in highly permeable material where
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repeated accurate water level measurements are required in a very short period of
time.

Borehole Geophysics — Water levels could be determined during geophysical
logging of the borehole. Several logging techniques will indicate water level. One
main techniques is the spontaneous potential (SP) log.

Bailer Line Method -- Water levels during a bailing test of a well could be measured
by marking and measuring the bailer line from the bottom of the bailer where water
is encountered to the point even with the top of the casing. On the last bailing run
of the test the bailing line is marked again at the top of the casing where the bailer
encounters water. This level would be recorded as the bail down level. this is a
useful technique is th bailer hitting the water is heard. It saves time from removing
th bailer and placing a measuring line down the hole for th initial measurement of a
rising head test.

A ground-water level measurement sheet, shown in Figure 7-1, should be filled out
for each round of water level measurements at a site. all pertinent data should be
recorded as shown on the sheet. The elevation of reference point is generally the
elevation of the top of the well casing. the water level indicator reading is the actual
reading on the measuring device. This measurement then must be adjusted by the
appropriate amount of each device to determine the adjusted depth and ground-
water elevation. It is important to note weather conditions on the form, as changes
in barometric pressure will affect the water level within the waell.

4.3 SPECIFI ALITY CONTROL PROCEDURE

All devices used to measure ground-water levels shall be calibrated against the invar
steel surveyor's chain. These devices shall be calibrated to 0.05-ft accuracy
periodically. Before each use, these devices shall be prepared according to the
manufacturer’s instructions (if appropriate) and checked for obvious damage. All
calibration and maintenance data shall be recorded in a logbook. All ground-water
level measurement devices must be cleaned before and after each use to prevent
cross contamination of wells. A water level indicator calibration sheet should be
completed after each time the measuring device is checked. A water level indicator
calibration form is shown in Figure 7-2. The "actual reading" column on the sheet is
the actual length of the interval from the end of the indicator to the appropriate
marked depth interval. In many cases, these measurements are different, as the
water level measuring device is connected to the end of the measuring tape or line,
and may extend beyond "0" ft on the measuring line.
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FIGURE 7-1

GROUND -WATER LEVEL MEASUREMENT SHEET

Project Name

Local Municipality

Project No.

County

Personnel State

Date

Weather Conditions

Temperature Range Equipment No.

Preceipitation Equipment Name

Barometric Pressure Latest Calibration Date

Water Level

Elevation of Indicator Adjusted Ground-wWater
Piezometer Date/ Raference Point Reading Depth Elevation
No. Time (Fe) (Fe) (Ft) (Fe)

Ly

-
-
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FIGURE 7-2

WATER LEVEL INDICATOR CALIBRATION

Project Name

Project No. Date
Equipment No. Last Calibration
Equipment Name ' Calibration Period

Water Lavel
Indicator Marking Actual Reading*
(Fe) (F&)

S W N
owmoOowouwvmowo
* @ * e & @

.
0O000000O0O0O

45.0
50.0
55.0
60.0
65.0
70.0
75.0
80.0
85.0
90.0
95.0
100.0

*NOTE: Record readings to the nearest 0.05 ft.
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1.0 OBJECTIVE

The objective of these guidelines is to provide general reference information on the
sampling of ground-water wells.

This guideline is primarily concerned with the collection of water samples from the
saturated zone of the sub-surface. Every effort must be made to assure that the
sample is representative of the particular zone of water being sampled.

2.0 LIMITATION

These guidelines are for information only and are not to take precedence over the
requirements of project-specific plans for ground-water well sampling.

The limitations of analyses of samples collected from wells include changes to the
sample from the materials that the water contacts, pressure changes, and
temperature changes. The sample will only be representative of a small volume of
the aquifer that is being sampled.

3.0 DEFINITION

None.

4.0 GUIDELINES
4.1 NERAL

The primary consideration is to obtain a representative sample of the ground water
body by guarding against mixing the sample with stagnant (standing) water in the
well casing. In a nonpumping well, there will be little or no vertical mixing of the
water, and stratification will occur. The well water in the screened section will mix
with the ground water due to normal flow patterns, but the well water above the
screened section will remain isolated and become stagnant. Persons sampliing
should realize that stagnant water may contain foreign material inadvertently or
deliberately introduced from the surfacs, resulting in unrepresentative data and
misleading interpretation of the same.
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To safeguard against collecting nonrepresentative stagnant water in a sample, the
following guidelines and techniques should be adhered to during sample withdrawal:

1.

As a general rule, all monitoring wells should be pumped or bailed prior
to withdrawing a sample. Evacuation of a minimum of one volume of
water in the well casing and preferably three to five volumes is
recommended for a representative sample. In a high-yielding ground-
water formation and where there is no stagnant water in the well above
the screened section, evacuation prior to sample withdrawal is not as
critical. However, in all cases where the monitoring data is to be used for
enforcement actions, evacuation is recommended.

For wells that can be pumped or bailed to dryness with the sampling
equipment being used, the well should be evacuated and allowed to
recover prior to sample withdrawal. If the recovery rate is fairly rapid and
time allows, evacuation of more than one volume of water is preferred.

For high-yielding monitoring wells that cannot be evacuated to dryness,
bailing without prepumping the well is not recommended; there is no
absolute safeguard against contaminating the sample with stagnant water.
The following procedures should be used:

a. The inlet line of the sampling pump should be placed just below the
surface of the well water and three to five volumes of water pumped
at a rate equal to the well's recovery rate. this provides reasonable
assurance that all stagnant water has been evacuated and that the
sample will be representative of the ground-water body at that time.
The sample can then be collected directly from the pump discharge
line.

b. The inlet line of the sampling pump (or the submersible pump itself)
should be placed near the bottom of the screen section,
approximately one well volume of water should be pumped at the
well's recovery rate and the sample collected directly from the
discharge line. :

A nonrepresentative sample can also result from excessive prepumping of
the monitoring well. Stratification of the leachate concentrations in the

ground-water formation may occur or heavier-than-water compounds may
sink to the lower portions of the aquifer. Excessive pumping can dilute or
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increase the contaminant concentrations from what is representative of the
sampling point of interest.

4.2 SAMPLING, MONITORING, AND EVACUATION EQUIPMENT

Appropriate sample containers should be selected for the contaminants present, with
most containers being constructed of polysthylene.

The following equipment should be on hand when sampling ground-water wells:

1. Coolers for sample shipping and cooling, chemical preservatives, and
appropriate packing cartons and filler.

2. Thermometer; pH paper/meter; dissolved oxygen meter; camera and fim;
tags; appropriate keys (for locked wells); tape measure; pipe wrenches,
torch, hammer, and chisel; water-level indicators; flow meter; specific-
conductivity meter; and depth sounder (only where applicable).

3. Pumps

a. Shallow-well pumps--Centrifugal, pitcher, suction, or peristatic pumps
with droplines, air-lift apparatus (compressor and tubing) where
applicable.

b. Deep-well pumps—~Submersible pump and electrical power generat-
ing unit on air-lift apparatus where applicable.

4, Bailers and monofilament line with tripod-pully assembly (if necessary).
Bailers shall be used to obtain samples from shallow and deep ground-
water wells.

5. Pails—-Plastic, graduated.
6. Decontamination solutions--Distilled water, alconox, methanol.

Sample withdrawal methods require the use of pumps, compressed air, bailers, and
samplers. Ideally, sample withdrawal equipment should be completely inert;
economical to manufacture; easily cleaned, sterilized, and reused; able to operate at
remote sites in the absence of powder resources; and capable of delivering variable
rates for well flushing and sample collection. The sample withdrawal equipment

Gl
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Figure: 8-i
Date: September S, 198

. lRNl MALCOUM MANIE INC. ‘00 USINHOWEROR 20, BOX 38 PARAMUN NJ O7WS3
PRCJIECT # ' CATE
PRQJECT NAME SAMPLERS

SITE LOCATION

SAMPLE COLLECTION LOGS ( WELLS )

WELLID » DATE:

TIME START :

TIME FINISH :

'WELL EVACUATION DEVICE :

SAMPLE COLLECTION DEVICE :

CEPTH TO WATER ( FT. FROM TOC ) =
WELL OEPTH (FT. FROM TOC ) o=

HEIGHT OF WATER IN WELL a

CNE WELL VOLUME ( GALLONS ) =
VOLUME WATER REMOVED(GALLONS) =

SAMPLE APPEARANCE :

FIELD PARAMETERS FIRST SECOND THIRD FOURTH FIFTH

SAMPLES COLLECTED ( PARAMETERS AND PRESERVATIONS ) ¢

WEATHER COMDITIONS :

QOTHESR NQOTES :

G

CASING DIAMETER ( IN.) CASING VOLUME ( GALLONS/LINEAR FT.)

1.2% 077 T
1.50 .1087 =
2 . 1823
2.5 2431 o
3 : 3652

/ 3.5 4929 =
4 L XN
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(evacuation devices) most commonly used is discussed in Section 4.4.1 below.

4.3 CALCULATIONS OF WELL VOLUME

Calculations are to be done according to the following steps:

1. Obtain all available information on well construction (casing, screens, setc.).
2. Determine well or casing diameter.
3. Determine static water level (feet below ground level).

4. Determine depth of well.

5. Calculate number of linear feet of static water (total depth minus the static
water level).

6. Calculate static volume in gallons (V = Tr? (0.163)), where T is th linear
feet of static water and r is th inside radius of the well of casing in inches.

7. Determine the minimum amount to be evacuated before sampling.

4.4 EVACUATION OF STATIC WATER (PURGING)

The amount of using a well receives prior to sample collection depends on the
intent of the monitoring program as well as the hydrogeologic conditions. Programs
where overall quality determinations of water reserves ar involved may require long
pumping periods to obtain a sample that is representative of a large volume of that
aquifer. The pumped volume can be determined prior to sampling so that the
sample is a composite of a known volume of the aquifer, or the well can be pumped
until the stabilization of parameters such as temperature, electrical conductance, and

pH has occurred.

However, monitoring for defining a contaminant plume requires a representative
sample of a small volume of the aquifer. These circumstances require that the well
be pumped enought to remove the stagnant water but not enough to induce flow
from other areas. Generally four to six well volumes ar considered effective, or
calculations can be made to determine, on the basis o the aquifer parameters and
well dimensions, the appropriate volume to remove prior to sampling.
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4.4.1 Evacuation Devices

The devices described in this section ar the ones commonly used. Others that have
been made on a limited scale have been omitted.

Table 8-1 provides guidance on the proper evacuation device to use for given
sampling situations.

Bailers

Bailers are the simplest evacuation devices used and have many advantages. They
generally consist of a length of pipe, usually with a ball check-valve at the bottom.
A line is used to lower the bailer and retrieve the sample.

Advantages

- only practical limitations on size and materials
- ho power source needed

- portable

- inexpensive, so it can be dedicated and hung in a well reducing the
chances of cross contamination

- minimal outgassing of volatile organics while sample is in bailer

- readily available

Limitations

- time consuming to flush well of stagnant water
- transfer of sample may cause aeration

Suction Pumps

There are may different types of suction pumps such as centrifugal, peristatlic,
diaphragm, and pitcher pumps. Diaphragm pumps can be used for well evacuation
at a fast pumping rate and sampling at a low pumping rate. The peristaltic pump is
a low volume pump that uses rollers to squeeze flexible tubing creating suction.
This tubing can be dedicated to a well to prevent cross contamination. Peristaitic
pumps, however, require a power source. The pitcher pump is a common farm

hand-pump.

Advantages
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- portable, inexpensive, readily available

Limitations
- restricted to areas with water levels within 20 to 25 ft of the ground
surface

- vacuum can cause loss of dissolved gases and volatile organics

Gas-Lift Samplers

This group of samplers includes those that use a gas pressure in the annulus of the
well to force the water out a sampling tube and others which use the gas in a
venturi to force the sample up a tube.

Advantages
- portable, inexpensive, readily available
- good for well development

Disadvantages

- K air is used, oxidation of the sample may occur
- loss of CO, changes the pH and metals concentrations will be lowered
- loss of volatile compounds may occur

Submersible Pumps

There are now many types of pumps which can be considered submersible; that is,
they take in water and push the sample to the surface. The power sources for
these samplers may be compressed gas or electricity. The operation principles
vary. The displacement of the sample can be by an inflatable bladder, sliding
piston, gas bubble, or impeller. Industry is now concentrating on the manufacture of
devices to obtain samples in 2-in. diameter wells with water levels below 20 to 25 ft.

Advantages
- portable and readily available
- construction materials to match parameters of interest
- available for 2-in. diameter wells
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Limitations
- may have low delivery rates
- expensive

- compressed gas or electric power needed
- sediment in water may cause problems with some of these sampler types

4.5 SAMPLING
4.5.1. Sampling Plan

Prior to sampling, a sampling plan and a safety plan should be developed in
consultation with the interested parties and submitted for approval. The contents of
a sampling plan consist of the following:

1. Background and objective of sampling

2. Brief area and waste characterization

3. Selection of sampling location, with map or sketch

4. Sampling equipment to be used

5. Intended number, volumes, and types of samples

6. Working schedule

7.  List of team members

8. List of observers

9. List of contacts

10. Other information, such as th necessity for a warrant, or permission of
entry and for split samples

4.5.2 General Sampling Rules

if the samples must be filtered, the appropriate chemical preservatives are to be
added as soon as possible.
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Recommended sample containers should be used.

Samples of organic analysis should be kept refrigerated or or ice during transport to
the laboratory.

Recommended holding times should be adhered to in order to ensure that con-
stituent alteration is minimized.

All samples will require the use of a bailer to maintain the integrity of the sample.
Sample handling, labeling, and shipping methods are described in other guidelines
of this manual.

453 Sampling Procedure

The procedure for sampling is made up of the following steps:

1.

Open well cap and use detection equipment on the escaping gases at the
well head to determine the need for respiratory protection. Using clean
equipment, sound well for total depth and water level; then calculate the
fluid volume in the casing.

Determine depth to main point of screen or well section open to aquifer
from casing top. Any dry wells encountered must be noted during the
field investigation.

Select appropriate purging equipment (see Table 8-1). If an electric
submersible pump with packer is chosen, go to step 10.

Lower purging equipment or intake into the weil to a short distance below
the water level and begin water removal. Collect or dispose of purged
water in an acceptable manner. Lower purging device, as required, to
maintain submergence.

if pumping, measure water level with an electric sounder in uniform
drawdown increments of 15- to 30-second intervals. If bailing, measure
water levels as needed for a good record.*

Measure rate of discharge frequently. A bucket and stopwatch are most
commonly used; other techniques include using pipe trajectory methods

]

TOO S

K

GhHT



Ground-Water Well Sampling Standard Operating Procedure 8
Page 9 of 10
Date: May 20, 1986

“

or constructing weir boxes.

7. Observe peristaltic or vacuum pump intake for degassing "bubbles.”
if bubbles are abundant and the intake is fully submerged, these devices
may not be suitable for collecting samples for volatile organics.

8. Purge a minimum of three to five casing volumes before sampling. In low
permeability strata, one volume will suffice.

8. While pumping, lower intake to midscreen or midopen section depth
collect sample. If bailing, lower device to sampling level before filling (this
requires other than a "bucket-type” bailer). Purgd water should be
collected in a designated container or disposed in an acceptable manner.

10. (For pump and packer assembly only.) Lower assembly into well so that
packer is positioned just above the screen or open section and inflate.
Purge a volume equal to at least twice the screen or open section volume
below the packer (whichever is greater) before sampling. Packers should
always be tested in a casing section above ground to determine proper
inflation pressures for good sealing.

11. Allow the well recharge to the static water level and then sample.

12. After sampling, monitor water level recovery (may not be appropriate
with a packer/pump assembly) and decontaminate all equipment. Make
sure well is securely capped.

The data required from the sampling program will determine the quantity and
preservation needed for each group of constituents. Sample preservation is not
completed and may not be possible for some parameters. This may require field
analysis for pH, Eh, electrical addition, refrigeration, and freezing. The use of
preservatives retards both biological activity and the hydrolysis of some constituents
and also reduces volatility. A list of perservatives and their effects is presented in

Table 8-2.

Some parameters require special preservation, such as cyanides and phen_ols_.
Table 8-3 illustrates the quantities and preservation methods for the 129 priority

poliutants identified by the EPA.
4.6 DECONTAMINATION
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HgClz
Acid (HNOa)

Acid (82504)

Alkali (NaCH)

Refrigeration

“Pikie”
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TABLE 8-2

SAMPLE PRESERVATION METHODS

Actionh
Bacterial- inhibitor
Metals solvent,
prevents precipitation

Bacterial inhibiter

Salt formation with
organic bases

Salt formation with
volatile compounds

Bacterial inhibitor

Applicability

Standard Cperating Procedurs 8

Nitrogen forms, phosphorous

forms

Metals

Organic samples (CQD, oil
and qreage, organic

carbon)

Ammonia, amines

Cyanides, organic acids

Acidity-alkalinity, organic

materisl, BOD, color,

ordor, organic P, organic

N, carbon, etc.;
biclogical organisms
(coliform, etc.)
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TABLE 8-3

SAMPLE REQUIREMENTS FOR THE 129 PRIORITY POLLUTANTS

ExtQactablc Organics

1. Fill l-gal bottle,

2. Cool and maintain sample at 4°C.
Matals

1, Fill 1-qgt bottle.

2. Adjust to pH of 2 with HNOB.
3. Cool and maintain sample at 4°C.

Volatile Organic Analysis (VOA or purgable organics)
1. Fill two new and cleaned 40ml vials.

2. Seal with cleaned septum and cap; invert; tap; if air bubbles
appear, refill.

kI If waste stream contains residual chlorine, collect five vials.
Preserve two with either sodium bisulfate or sodium thiosulfates.
These vials will be specially marked, and the preservative will
then have been added in the lab. -

4. Wrap in waterproof packing; cool and maintain at 40°C,
All Cyanides

1. Fill a l-qt cubitainer (polyethylene bottle).

2. Test for chlorine with potassium iodide (KI) starch paper.
3. 12 paper color is unchanged, go to step S.

4. 1If paper turns blue, add ascorbic acid until paper no longer
turns blue.

S. Add an additional 0.6 g ascorbic acid (premeasured in a vial).
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Decontamination solutions may vary according to type of contamination. To
decontaminate pumps used in sampling or evacuation, two separate solutions
should be prepared: one containing alconox and water and the other containing
water and methanol. The alconox solution should be run through the pump and
tubing first, and the methanol solution should be used as a rinse. then the pump

should be rinsed with distilled water.
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1.0 OBJECTIVE

The objective of these guidelines is to provide general reference information on the
use of the HNu Systems P! 101 Photoionization detector.*

2.0 LIMITATION

These guidelines are for information only and are not to take precedence over the
requirements of project-specific plans for the HNu photoionization detector.

3.0 PREREQUISITES

None.

4.0 GUIDELINE
4.1 PERSONNEL

The HNu Photoionizer Model Pl 101 is extremely simple to operate. However, since
the interpretation of its readings is often complex, personnel with specialized training
and/or knowledge in its operation must be present to evaluate the data obtained
from it.

4.2 INSTRUMENT OPERATION
421 Specifications

Range: 0.1 to 2000 ppm (benzene); linear range: 0.1 to 600 ppm
Sensitivity: 0 to 2 ppm, maximum for 100 division scale
Response time: 3 seconds to 90 percent full scale

Operating temperature: Ambient to 40 C

Operating humidity: To 95 percent relative humidity

N

4.2.2 Description

The unit consists of a Readout/Control Assembly and a Sensor/Probe. The Probe
connects the Readout/Control Assembly via an electrical cord and 12-pin jack (front
panel mounted). The Sensor/Probe can be disassembled and stored in the
instrument’s cover (see Figure 11-1).

T
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423 Controls

*These guidelines are adapted from EIT ration and Field Manual, HNu Systems
Pl 101 Photoionization Detector and Centu stems Models QVA-1 rganic

Vapor Analyzer, Ecology and Environment, Inc., 1982.

Foliowing are the controls on the Readout/Control Assembly (refer to Figure II-2):

1.

4.

5.

Six-position function switch: Selects functions according to the following:
a. OFF: Complete power shutdown.
b. BATT: Verifies the condition of the battery.

c. STANDBY: Engergizes entire unit except UV lamp. Used to zero
instrument and to conserve power.

d. Ranges 0 to 20, 0 to 200, 0 to 2000: Direct reading span of the
meter face, in ppm.

ZERO potentiometer: Electronically zeroes the instrument.

SPAN potentiometer: Increases or decreases the sensitivity of the
instrument with respect to full-scale deflection. Used to calibrate

instrument with specific span gas.
RECORDER output jacks: 0 to -5 VDC signal output for recorder.

RECORDER power jack: Provides 12 VDC to drive recorder.

4.2.4 Battery Charging

To charge the battery, plug the charger into the jack on th side of the instrument
case. The battery is fully charges after 14 hours of charging. Disconnect 120 VAC
power before disconnecting the charger plug. A full charge provides about 10
continuous hours of operation. The instrument will always be left on charge when

not in use.
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The instrument is equipped with an automatic cut-off circuit which turns off the
power if the battery voltage drops below 11 VDC. This prevents accidental damage
to the electronics if it is inadvertently left on. Note that the unit can be operated
with the charger on, unless it is in a hazardous (explosive) environment; however, it
must be charged in a non-hazardous (non-explosive) area.

425 Qperation

The startup procedure is as follows:
1.  Connect sensor probe to readout/control assembly.
2.  Turn function switch to BATT and verify condition of the battery.

3. Tumn function switch to STANDBY and utilizing ZERO potentiometer, set
meter to zero. Hold sensor/probe next to your ear to verify that the fan is
working.

4, Set SPAN control to 9.8 or to desired setting (see Section 4.4).

5. Select appropriate range. For most survey operations, the setting used is
0 to 20 ppm. A violet-colored giow from the UV lamp source should be
observable at the sample inlet of the Probe/Sensor unit. (Avoid looking
directly in since eye damage can result.)

6. Verify instrument operation. A convenient method is to gently blow into
the probe. There shouid be a 1 to 2 ppm deflection.

To shut the unit off, tum function switch to OFF and disconnect the sensor/probe.

4.3 INSTRUMENT SPAN

The SPAN potentiometer increases or decreases the sensitivity of the instrument.
(Counter-clockwise rotation increases the sensitivity.) At there recommended span
setting of 9.8, it quantitatively response to benzene, if benzene is the sole chemical
species present. At this setting it will also respond, but not quantitatively, to all
molecules with an IP of less than the energy of the UV lamp. The response to a
molecule other than benzene (at the 9.8 setting) may be greater or less than that of
benzene (on a volume/volume basis), depending on the molecule’s type and
structure. If a quantitative response to a specific chemical compound is desired,
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then the instrument span must be calibrated with that compound.
4.4 |ONIZATION POTENTIAL

Since the HNu can be used as both a safety and a survey device, each unit is
supplied with the 10.2 and the 11.7 eV UV sources. This allows the instrument to
be used to detect a wide variety of chemical species. A list of the IP Of many
chemical compounds appears in Attachment A, Qualitative identification of
compounds is not possible. -

45 CALIBRATION

Primary calibration of the HNu is accomplished at the factory. The calibration
standard used is benzene and the SPAN potentiometer reading is 9.8. P

rimary calibration is normally stable for a long time. Routine calibration is most
easily accomplished by using a manufacturer-supplied cylinder of calibration gas. A
sample of the calibration gas is drawn into the instrument and the SPAN
potentiometer is adjusted until the instrument is reading the exact concentration of
the calibration gas. Small deviations from the span setting over time are normal.
Deviations of greater than + 5% indicate that the lamp window may need cleaning
or, if that does not eliminate the deviation, the unit needs servicing. Routine
calibration performed prior to each field use serves as an operational check to
ensure that the instrument is responding property. Records of routine calibration
should be placed on file.

46 DATA

Any quantitative data obtained with the HNu must be reported as the equivalent
value of its span gas. That is, with the span set to 9.8, a reading of 20 ppm would
be reported as "20 ppm, benzene equivalent, span = 9.8." If a span setting of other
than 9.8 is used, the data must be referenced to that particular span and/or
calibration gas.

4.7 MAINTENANCE

The following subsections describe the minimum routine maintenance necessary.
The instrument contains only one moving part and consumes no gases or reagents.

4.7.1 Cleaning UV Light Source Window
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The only routine maintenance procedure specified by the manufacturer is cleaning
the light source window every few weeks. The procedure is accomplished as

foliows:

1. Turn the function switch to the OFF position and disconnect the
Sensor/Probe from the Readout/Control Unit.

2. Remove the exhaust screw found near the base of the probe. Grasp the
end cap in one hand and the Probe shell in the other and gently pull to
separate the end cap and lamp housing from the shell.

3. Loosen the screws on the top of the end cap and separate the end cap
and ion chamber from the lamp and lamp housing. Care must be taken
so that the ion chamber doesn’t fall out of the end cap and the lamp
doesn't slide out of the lamp housing. Turn the end cap over in your
hand and tap on the top of it; the ion chamber should fall out in your
hand. -

4. Place one hand over the top of the lamp housing and tilt slightly; the light
source will slide out of the housing. The lamp window may now be
cleaned with the manufacturer-supplied cleaning compound.

5. Following the completing of cleaning, reassemble the unit by first sliding
the lamp back into the lamp housing. Then place the ion chamber on
top of the lamp housing, checking to make sure that the contacts are

property aligned.

6. Place the end cap on top of the ion chamber and replace the two screws.

The screws should be tightened only enought to seal the "O" ring. DO
NOT OVERTIGHTEN. Line up the pins on the base of the lamp housing
with pins inside the probe shell. Gently slide the housing assembly into
the shell; it only fits one way.

7. Replace the exhaust screw.
Figure 11-3 shows the component parts of the Probe Assembly.

4.7.2 "Foqging" of UV Light Source Window

During cold weather operations, condensation may form on the UV light source
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window, resulting in reduced levels of response. In this case, remove the lamp to
clear the UV light source window of condensation. Consideration should also be
given to more frequent cieaning when th instrument is used under very dusty
conditions, such as on a landfill in dry weather.

4.8 TROUBLESHOOTING

if any malfunctions are noted during the start-up and operational check of the HNu
prior to field use, refer to Attachment B for some basic troubleshooting guidancs.
Any problems which cannot be resolved quickly by the field operator should be
referred to the factory for correction. (See the resource list at the end of the manual
for the address and telephone number.)

49 SAFETY AND SHIPPING

The HNu can be carried only any aircraft as luggage; however, do not check it
uniess it has been carefully packaged. Commercial airlines will not insure it unless it
is shipped in its original container.

The HNu has Factory Mutual (FM) Certification for operation in Class 1, Division 2 of
the National Electrical Code. Therefore, the HNu should not be used in
environments which are not above 10 percent of the lower explosive limit (LEL),
since the circuitry in the probe assembly is relatively open and could be an ignition
source.

4.10 GENERAL FIELD APPLICATIONS

This section describes the application of the HNu for general field purposes. The
types of application described would typically be associated with a initial involvement
with a site. The use of the HNu for more specialized applications such as sample
screening and use during hydrogeologic investigations is described in Sections 4.11
and 4.12.

)
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4.10.1 Ambient Air Characterization

A basic application of the HNu is in the characterization of the air quality at a site,
which shouid be a primary objective for an initial site entry operation. The data
obtained from a site air characterization study can be integrated with other available
data to assist field personnel to evaluate whether the air quality at a site may be
endangering the surrounding population and to determine the appropriate level of
respiratory protection for subsequent site operations.

The HNu operator can be included as part of an initial site entry team. The other
members of the initial site entry team are responsible for operating the
characterization equipment which is standard for initial site entry (i.e., oxygen meter,
explosimeter, radiation survey equipment, and Draeger tubes). The HNu does not
replace any of these pieces of equipment. Once a thorough site characterization
has been performed, it may be possible and desirable to eliminate the use of all but
the HNu, depending on site activities.

Preparation

The HNu can be prepared for onsite air characterization by first starting it up
(Section 4.2.5) and then taking steps to protect it from contamination by bagging
the Readout/Control Assembly in plastic, wrapping the power cord in plastic, and
bagging th Sensor/Probe Assembly. Care should be taken to avoid covering the air
sample inlet. Before anyone crosses the hot line, a background reading shouid be
taken and recorded. Initial operation should take place with th function switch set
on he 0 to 20 ppm range.

Operation

Onsite air characterization is carried out is a manner similar to that described in the
guidelines for using the OVA. The function switch should remain set on the 0 to 20
ppm range, with changes made to the less sensitive ranges as site conditions
dictate.

Use of the 11.7 eV and 10.2 e/V Sensor/Probe Assemblies

The initial survey should be made with the 10.2 eV Sensor/Probe Assemt?ly. .
Although the 11.7 eV assembly detects a greater variety of compounds, its operating
life is considerably less than that of the 10.2 eV. I significant readings are noted at
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various site locations, the 10.2 eV unit can be exchanged at the hot line for the 11.7
eV unit. (Note: Turn the instrument OFF when charging Sensor/Probe Assemblies.)
Second readings can than be made where response to the 10.2 eV unit occurred.

The fact that neither the 10.2 nor 11.7 eV Sensor/Probe Assembly will respond to
methane is heipful at a landfill site since the HNu will register response only to those
compounds of greater interest. if an QVA is used in tandem, the differencs in
responss between it and the HNu can help to approximate total concentrations of
methane and non-methane organics. Additional information can be interpreted from
the knowledge that the HNu may also respond to certain incrganic vapors or gases.

Decontamination
Decontamination procedures are the same as outline for the OVA.

Data Evaluation

As s the case with evaluating data obtained from an initial site air characterization
using the OVA, the HNu readings must be integrated with other available data. Of
possible significance is the fact that the HNu response to inorganic species as well
as organic.

Limitations of HNu Use for Ambient Air Characterization

Use of the HNu for site ambient air characterization has the following limitations:

1. The lower limit of detection for the instrument is approximately 1 ppm.
Some air contaminants have lower odor threshoids than 1 ppm.

2. Further site work is necessary before decisions can be made about the
level of respiratory protection.

3. Since the HNu operates on the principle of photoionization, variations in
oxygen concentrations will not affect detector operations.

4. Since the HNu does not respond to methane, an explosimeter and
oxygen meter should be used on initial site entry or in areas where
potentially explosive concentrations of methane could accumulate.

S
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means that the air sample inlet of the Sensor/Probe Assembly must be

closer to a gas/Vapor source than the OVA probe. Also, air from a
smaller area is drawn in by the HNu. The use of accessory pumps to

increase the capture velocity is currently being evaluated.

When the air temperature is below 40 F, fogging of the UV lamp source
may occur reducing response (see Section 4.9.2).

A relative humidity higher than 95 percent will cause inaccurate and
unstable responses.
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4.10.2 |dentification of Potential Sampling Points

The HNu can be of value in helping to locate containers and/or areas of a site which
might produce samples having significant concentrations of contaminants. The types
of contaminants detected in this application are generally volatile organic
compounds, unless the HNu is being used to detect an inorganic vapor or gas.

This type of activity shouid follow the initial site entry/ambient air characterization
operations describe in Section 4.11.1. In addition, the level of respiratory and
personnel protection used for identitying potential sampling points should be
carefully evaluated since the potential for exposure to contaminants is greater.

Containers

The sampling probe of the HNu can be inserted into the headspace of any open
containers, such as drums or tanks. This operation should be performed with the
HNu function switch set on "0 to 2000." This may provide an indication that the
contents are volatile, depending on the length of time that the containers have been
exposed to weathering, dilution, etc.

CAUTION: Avoid inadvertent immersion of the probe into the container
contents. Shouid this happen, shut down the instrument immediately
and take it offsite for immediate cleaning.

oil

A "quick-and-dirty" identification of potential subsurface soil sampling points can be
made by using a shovel to dig shallow holes and placing the probe of the HNu into
the hole to detect the presence of spilled, leaked, or discharged volatile organics. A .
scaled-up version of this technique could involve the use of a backhole to excavate
test pits. This technique is a relatively fast and inexpensive way to track subsurface
contaminant migration without actually installing bore holes and wells.

An approach which is in the prototype phase of development is to drive a hollow
soil probe into the ground, use a portable vacuum pump to withdraw vapor from the
probe and take a reading with the HNu. In this way, it would be possible to track
shallow subsurface contamination with minimal disturbance and cost.

CAUTION: Any subsurface exploration should be preceded by a determination
that buried hazards do not exist. Care should also be taken to avoid .

clogging the instruments’ sampling probes. =
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Air

An initial site entry/ambient air characterization shouid have identified any areas on
the site where significant concentrations of contaminants were noted. This
information can provide the basis for a more intensive air sampling program. “Hot
spots" previously identified may be expedient locations from which real-time or
integrated air samples may be taken. (Meteorological and other pertinent data
should be evaluated before initiating an air sampling program. Sections 4.11 and
4.12 provide further guidancs.)

Water

See Section 4.11 for information on locating potential water sampling points.

4.10.3 BRespiratory Protectiog'

One of the objectives of the ambient air characterization/initial site entry procedure is
to obtain information to help in evaluating the level of respiratory protection for
subsequent site operations. The HNu readings recorded during the initial air
characterization are TOTAL vapor/gas concentrations and, unless further work is
done, do not provide the qualitative/quantitative data which are required by
reguiatory agencies such as the Occupational Safety and Health Administration
(OSHA) and National Institute for Occupational Safety and Heailth (NIOSH) for setting
levels of respiratory protection. Therefore, it is impossible to safely or legally
establish "action levels" for respiratory protection based upon HNu readings.

Even if HNu readings on the site do not exceed the recorded ambient background
level, other site information must also point to the absence of a respiratory hazard
before a decision can be made. Further, if subsequent site activity such as drum
sampling or removal or excavation may alter the air quality, additional monitoring
and respiratory protection will be required.

Thus, if it is determined that a respiratory hazard exists at a site, an SCBA must be
worn. Air-purifying respirators are permitted only when the contaminant identities
and concentrations are known, continued monitoring takes place, and sufficient
oxygen levels are present (greater than 19.5 percent).

411 SPECIAL APPLICATIONS OF THE HNu
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Special applications may include monitoring for vapors or gases and/or actual field
analysis.

4.11.1 Monitoring

The use of the HNu for monitoring purposes involves simply focusing the site
ambient air characterization process on a specific activity. The objective is to ensure
that the personnel involved in the activity are not endangered by the changes in air
quality caused by the activity. The following subsections address some specific
monitoring applications. Personnel who are trained HNu operators are encouraged
to expand these monitoring applications on the basis of personal field experience.

drogeoloqic Investigation

At sites where volatile organic wastes are buried, the installation of bore holes and
monitoring wells can expose personnel to a respiratory hazard. Often, the
preliminary air characterization of the site and other data, such as the presence or
absence of wastes on the site surface, may indicate that there is no respiratory
hazard. However, the drill bit may penetrate contaminant-saturated soils or highly
contaminated ground water. Depending upon the temperature and other conditions,
dangerous concentrations of volatiles may be present in the area immediately above
the bore hole. The personnel in the immediate vicinity of the bore hole are at
greatest risk. The OVA in the survey mode or the HNu may be used to monitor the
potential for exposure by periodically placing the sampling probe of the instrument
directly at the top of the bore hole (drive casing). As is the case with ambient air
monitoring, there can be no "action levels" since the readings will be total concen-
trations. Project personnel must use their best professional judgment, incorporating
other conditions, in order to decide whether the use of SCBA is warranted or
whether engineering controls such as fans can be used to reduce the possibility of

exposure.

The HNu is well suited for this type of monitoring for several reasons. First, it will
not respond to naturally occurring methane. Second, it is less cumbersome and
readily operated by a wider variety of personnel. Third, if both an HNu and an OVA
are available, the HNu can be used to monitor the drilling operation while the OVA is
being used in an on-location laboratory

for field analysis. The probe of the HNu can also be used in the drilling area to
"sniff* solid core samples as they are brought up in a split-spoon sampler. Care
should be taken to identify occasional readings caused by exhaust gases from th
drilling rig.
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Remedial Response

A variety of remedial response activities can result in altering ambient air quality.
Use of the HNu to monitor air quality can provide real-time data which can be used
to evaluate respiratory protection needs. The following list is representative of the
types of work which, if carried out at sites where volatile organics were the principal

compounds, might require HNu monitoring:
1.  Overpacking or pump transfer of leaking drums

2. Transfer of individual drum contents to bulk tanks for removal and
disposal

3.  Staging/containment operations of leaking drums
4. Excavation of buried leaking drums
5. Excavation of contaminated soil for removal and disposal

6. Emergency or planned containment operations (e.g., construction of
leachate collection ditches)

7. Emergency treatment operations (e.g., air-stripping of contaminated
ground water)

8. Emergency/onsite disposal operations (e.g., onsite incineration, detonation
where risk/cost prohibits offsite removal)

4.11.2 Field Analysis

To a limited degree, the HNu can be used in the field to perform preliminary
analyses of various air, water, or soil samples. The data generated can be of
significant value in making field decisions, responding rapidly to an immediate threat,
reducing analytical costs, and selecting future sampling locations. The following is a
list of several of these field analytical applications:

1.  Preliminary volatile organic analyses of soil, surface water, or ground-
water samples obtained during site inspections.
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2. Analysis of soil core samples for volatile organics during monitoring well
" installations

3. Analysis of drilling wash water samples during monitoring well installation
to prevent accidental contamination of clean wells

4. Preliminary analysis of air samples to establish best locations for
integrated sample stations

5. Rapid preliminary analysis of tap water samples for volatile organics

Once samples have been obtained, the field analytical procedure is essentially
common for all types of sample media. Section 4.12 details the procedures for
preliminary field analysis, or, sample screening.

412 SAMPLE SCREENING WITH THE HNu

Preliminary analysis for volatile organic compounds, or sample screening, can
expand the capabilities of a field investigation. A large number of sites investigated
have involved the disposal of wastes containing volatile organic compounds. This
presents the opportunity to use the HNu to generate data which can facilitate an
investigation by providing timely information, helping to focus sampling efforts on
appropriate site areas, and reducing field and analytical costs.

Sample screening can be carried out virtually anywhere. All that is required is a
small table and th appropriate accessories.

The HNu may be used to determine the presence or absence of volatiles in soil or
ground-water samples by using the following technique:

1.  Collect the soil or water sample in a glass container (volatile organics
analysis septum vial not needed) leaving a 25 percent headspace.

2. Shake water samples or allow soil samples to thermally equilibrate.
(Samples may also be warmed a water bath.)

3. Remove sample container cover and insert HNu probe extended into
headspace. Record reading.

il o
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The folldwing problems may occur with the use of the HNu; solutions ar provided:
1. No meter response in anyswitch position (including BATT CHK)

a. Broken meter movement

(1) Tip instrument rapidly from side to side. Meter needle should
move freely, and returmn to zero.

b. Electrical connection to meter is broken

(1) Check all wires leading to meter and clean the contacts of
quick-disconnects.

c. Battery is completely dead.

(1) Disconnect battery and check voltage with a volt-ohm meter.
d. Check 2 amp fuse.

e. [ none of the above soives the problem, consult the factory.

2. Meter responds in BATT CHK positions, but reads zero or near zero for
all others

a. Input transistor or amplifier has failed

(1) Rotate zero control; meter should deflect up/down as control is
turned.

(2) Check components on back side of printed circuit board. All
connections shouid be soiid, and no wires should touch any
other object.

(3) Check all wires in readout for solid connections.

3. Instrument responds correctly in BATT CHK, and STBY, but not in
measuring mode

Sl
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a. Check to see that light source is on.
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4. Instrument responds correctly in all positions, but signal is lower than

expected

a. Check span setting for correct value.

b. Clean window of light source.

¢. Double check preparation of standards.

d. Check for proper fan operation.

e. Rotate span setting. Response should change if span pot is working

properly.

5. Instrument responds in all switch positions, but is noisy (erratic meter
movement)

a.

b.

Open circuit in feedback circuit. Consult the factory.

Open circuit in cable shield or probe shield. Consult the factory.

6. Instrument response is slow and/or irreproducible

a.

b.

Indicator comes on if battery charge is low.

Indicator also comes of if ionization voltage is too high.
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HNu Photoionization Detector Operation

ttachment A

lonization Potentials of Selected
Molecules

The HNu can be prepared for use in onsite air characterization. The initial survey
should be made with th 10.2-eV sensor/probe assembly. In significant readings are
noted at various site locations, the 10.2-eV unit can be exchanged at the hot line for

the 11.7-eV unit.
When significant differences between the two reading are noted, Tables A-1 through

A-13 can be consulted for the possibility of ruling out the presence or absence of
certain groups of contaminants on the basis of ionization potential. Quantuﬁcatlon

identification is not possible
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Table A-1 Ionization Potentials (IP) of Some Atoms and Simple
Molecules

Table A-2 IP of Some Paraffins and Cycloparaffins

Table A-3 IP of Some Alkyl Halides

Table A-4 IP of Aliphatic Alcohol, Ether, Thiol, and Sulfides

Table A-5S IP of Some Aliphatic Aldehydes and Ketocnes

Table A-6 IP of Some Aliphatic Acids and Esters

Table A-7 IP of Some Aliphatic Amines and Amides
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Table A-10 IP of Scme Derivatives of Olefins

Table A-11 IP of Some Heterocyclic Molecules

Table A-12 IP of Some Arocmatic Compounds

Table A-13 IP of Some Miscellaneous Molecules
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Table A-1. Ionization Potentials (IP) of
Some Atoms and Siaple Molecules

Molecule IP (eV) Molecule IP (ev)
1 13.595 1, 9.28
c 11.264 HF 15.77
N 14.54 HC1 12.74
o 13.614 HBr 11.62 .
s1 8.149 HI 10.38
s . 10.357 S04 12.34
r . 17.42 co, 13.79
c1 13.01 cos 11.18
Br - 11.84 csy 10.08
1 10.48 - N3O 12.90
By 15.426 NO, 9.78
Ny : 15.580 03 12.80
0, 12.075 " Hy0 12.59
co 14.01 HaS 10.46
o 15.13 H,Se 9.88
NO 9.25 HyTe 9.14
‘@ - 1.1 HCY 13.91
oH 13.18 CaN; 13.8
F, 15.7 NH4 10.15
1, 11.48 CH, 9.840

Bry 10.55 cHy 12.98
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Table A-2. lIonization Potentials (IP) of

Some Paraffins and Cycloparaffins

Molecula IP (eV)
Methane 12.98
Ethane 11.65
Propane 11.07
n-butane 10.63
i-butane 10.57
n-pentane 10.35%
i-pentane 10.32
2,2-dimethylpropane 10.35
n-hexane 10.18
2-methylpentane 10.12
3-methylpentane 10.08
2 ,2-dimethylbutane 10 .06
2,3-dimethylbutane 10.02
n-heptane 10.08
2,2,4-trimethylpentane 9.86
Cyclopropane » 10.06
Cyclopentans 10.53
Cyclohexane 9.88
Methylcyclohexane 9.85
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Table A-3. Ionization Potentials (IP) of

Some Alkyl Hallides

Molecule IP (eV)
HC1 12.74
c1, 11.48
cHy 12.98
Methyl chloride 11.28
Dichloromethane 11.35
Trichloromethane 11.42
Tetrachioroﬁethano 11.47
Ethyl chloride 10.98
1,2-dichloroethane 11.12
1=-chloropropane ; 10.82
2-chloropropane 10.78
1,2=-dichloropropane 10.87
1,3-dichloropropane 10.85
l-chlorogutanc 10.67
é-chlorobntanc 10.65
- {=chloro=-2-methylpropane 10;66
2-chloro-2-nethy1piopane 10.61
HBr 11.62
Brj 10.55
Methyl bromide 10.53
Dibromomethane 10.49
Tribromomethane 10.51
CH,BrcCl 10.77
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Table A-3. Ionization Potentials (IP) of
Some Alkyl Ralides (Continued)

Molecule P (ev)
CHBr,Cl 10.59
Ethyl bromide 10.29
l,l-dibromoethqn- 10.19
1-bromo-2-chlorcethane 10.63
CF38ry 11.07
CH3CF,C1l (Genetron 101) 11.98
CFC1,CF,CL 11.99
CF3CCly (Freon 113) 11.78.
CFHBrCH,Br 10.75
CF,BrCHyBr 10.83
CF3CH,1I 10 .00
. a=C3Fq1 10.36
n-C3F7CH;C1 11.84
n-C3F;CH, 1 9.96
1=bromopropane 10.18
2-bromopropane 10.075
1.3-dibronopropanq 10.07
1-bf;mobutan. 10.13
2-bromobutane 9.98
1—bromo~§-methy1propane 10.09
2-bromo-2-methylpropane 9.89
l-bromopentane 10.10
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Table A-l. Ionization Potentials (IP) of
Some Alkyl Halides (Continued)

Molecule IP (eV)
BI 10.38
I3 9.28
Methyl iodide . 9.54
Diiodomethans 9.34
Ethyl iodide 9.33
{=iodopropane 9.26
2-iocdopropans 9.17
{-icdobutane 9.21
2-iodobutans 9.09
l=1icdo~2~methylpropane 9.18
2-iodo~2~nethylpropane 4.02
“{=iodopentane 9.19
) 2 . ‘15.7
HP 15.77
CFCl3 (Freon 11) 11.77
CPZC;Z (Freon 12) 12.31
CF3C1 (Freon 13) 12.91
CHC1F; (Freon 22) 12.45
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Table A-4. Ionization Potentials (IP) of
Aliphatic Alcohol, Ether, Thiol, and Sulfides

Molecule IP (eV)
H,0 12.59
HMethyl alcohol 10.85
Ethyl alcohol 10.48
n-propyl alcohol 10.20
i-propyl alcohol 10.16
n-butyl alcochol 10.04
Dimethyl ;tﬁer 10.00
Diethyl ether 9.53
n-propyl ether ‘ 9.27
i-propyl ethof 9.20
HqS 10.46
‘Methanethiol 9.440
Ethanethiol 9.285
l-propanethiol 9A. 195
1-butanethiol 9.14
Dimethyl sulfide 8.685
Ethyl methyl sulfide 8.55
Diethyl sulfide 8.430
Di-n-propyl sulfide 8.30
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Tabls A=S, Ionization Potentials (IP) of

Some Aliphatic Aldshydes and Xetones

Molecule IP(eV)
<o, 13.79
Formaldahyde 10.87
Aco;azdchyd. 10.23
Propionaldehyde 9.98
n-butyraldahyds 9.86
Isébutyraldohydc 9.74
n-valeraldshyde 9.82
Isovaleraldehyde 9.71
Ac:olein 10.10
Crotonaldehyds 9.73
Benzaldshyds ‘9.53
Acstone 9.69
Methyl ethyl ketons 9.53
Methyl n-propyl ketone 9.39
Methyl i-propyl ketons 2.32
Diethyl katone 9.32
Methyl n-butyl katone 9.34
Methyl i-butyl ketone 9.30
3,3~dimethyl butanone 9.17
2~-heptanone 9.33
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Table A-5.

Ionization Potentials (IP) of

Some Alphatic Aldehydes and Ketones

(Continued)
Molecule IP(eVv)
Cyclopentanone 9.26
Cyclohexanone 9.14
2,3-butanedione 9.23
2,4-pentanedione 8.87
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Table A-6. Ionization Potentials (IP) of

Some Aliphatic Acids and Esters

Molecule Ir (ev)
Co, 13.79
Formic acid 11.08
Acetic aciad 10.37
Propionic acid 10.24
n-butyric acid 10.16
Isobutyric acid 10.02
n-valeric acid 10.12
Methyl formate 10.515
Ethyl formate 10.61
n-propyl formate 10.54
n-butyl formate 10.50
Isobutyi formate 10.46
Methyl acetats 10.27
Ethyl acetates 10.11
n=-propyl acetate 10.04
lsopropyl acetate 9.99
n=-butyl acétate 10.01
Isobutyl acetate 9.97
Sec~-butyl acetate 9.91
Methyl propionate 10.15
Ethyl propionate 10.00
Methyl n-butyrate 10.07
Methyl isobﬁtytate 9.98
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Table A-7. Ionization Potentials (IP) of
Some Aliphatic Amines and Amides

Molecule IP (eV)
NH; 10.15
Methyl amine 8.97
Ethyl amine 8 .86
n-propyl amine 8.78
{i-propyl amipn 8.72
n-butyl amine 8.M
{i-butyl amine 8.70
s=-butyl aaine 8.70
t-butyl amine 8.64
Dimethyl qmino 8.24
Diethyl amine 8.01
Di-n-propyl amine 7.84
Di-i-propyl amine 7.73
Di-n-butyl amine 7.69
Trimethyl amine 7.82
Triethyl amine 7.50
Tri-n-propyl amine 7.23
Formamide 10.25
Acetamide 9.77
N-methyl acetamide 8.90
N,N-dimethyl formamide 9.12
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Table A-8. Ionization Potentials (IP) of
Other Aliphatic Molecules with N Atom

Molecule IP (ev)
Nitromethane 11.08
Nitrcethane 10.88
f-nitropropane 10.81
2-nitropropane 10.71
HON 13.91
Acetonitrile 12.22
Propionitrile 11.84
n-butyrcnitrile 11.67
Acryloniﬁrlle 10.91
3-butene~nitrile 10.39
Ethyl nitrate 11.22
n-bropyl nitrate
Methyl thiocyanate 10 .065
Ethyl thiocyanate 9.89
Hethyl’isothiocyanﬁtc 9.25
9.14

Ethyl isothiocyanats
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Table A-9. Ionization Potentials (IP) of Some

Olefins, Cyclo-olefins, Polenes, Acetylenes

Molecule IP (ev)
Ethylene 10.515
Propylene 9.73
1-butene 9.58
2-methylpropena 9.23
Trans-2-butens 9.13
Cis-2-butene 9.13
i-pentene 9.50
2-methyl-1-bn£enc 9.12
d-methyl-i-butene 9.51
3-methyl-2-butene 8.67
1-hexene 9.46
hi,a-butadiene 9707
Isoprene 8.845
Cyclopenteane 9.01
Cyclohexene 8.945
4-methylcyclohexene 8.91
4-cinyicyclohexono 8.93
Cyclo-oqtatetraane 7.99
Acetylene 11.41
Propyne 10.36
l1-butyne 10.18

S

o




’

(f(

Table A-10. lonization Potantials (IP) of

Some Derivatives of Olefins

Molecule - IP (eV)
Vinyl chloride 9.99S
Cis-dichloroethylene 9.65
Trans-dichloroethylene 9.66
Trichloroethylene 9.45
Tetrachloroethylene 9.32
Vipyl bromide 9.80
1,2-dibromoethylene 9.45
Tribromoethylene 9.57
3=-chloropropene 10.04
2 ,3-dichloropropene 9.82
1-bromopropene 9.30
3-bromopropene 9.7
cr?cm-ccxcr:, 10.36
n—Cg Py 1 CF=CF3 10.48
Aczrolein 10.10
Crotonaldehyde 3.73
Mesityl oxide 9.08
Vinyl methyl ether 8.93
Allyl alcohol 9.67
vinyl acetate 9.19
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Table A-11. Ionization Potentials (IP) of

Some Heterocyclic Molecules

Molecule ; IP (eV)
Furan 8.89
2-mathyl furan 8.39
2~-furaldehyde 9.21
Tetrahydrofuran 9.54
Dihydropyran 8.34
Tetrahydropyran 9.26
Thiophena 8 .860
2-chlorotg;ophene 8.68
2-bromothiophene 8.63
Pyrrole 8.20
Pyridine 9.32
2-picoline 9.02
3=picoline 9.04
4-picoline 9.04
2,3=-1lutidine 8.85
2,4-lutidine 8.85
2,6-lutidine 8.85
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Table A-12. 1Ionization Potentials (IP) of
Some Aromatic Compounds

Molecule _ ) (eV)
Benzene 9.245 '
Toluene 8.82
Ethyl benzene 8.76
n-propyl benzene 8.72 _
i-propyl benzene ) 8.69
n-butyl benzene 8.69
s-butyl benéene - 8.68
t-butyl benzene 8.68
O=-xyYlene ) 8.56_
@a-xylene 8.56
pP-xylene ’ 8.445
Mesitylene ‘— -8.40
Durene 8.025
Styrene ‘ 8.47
a-methyl styrene 3.35
Ethynylbenzene ) 3.815
Napthalene 8.12
1-methylnapthalene 7.96
2-methylﬁapthalene 7.955
Biphenyl 8.27
Phenol 8.50 g
2
Anisole 3.22

]
-

Phenetole 8.13




Table A-12. 1Ionization Potentials (IP) of
Some Aromatic Compounds (Continued)

Molecule IP (ev)
Benzaldehyde 9.53
Ace tophenone 9.27
Benzenethiol 8.33
Phenyl isocyanate 8.77
Phenyl isothiocyanate 8.520
Benzonitrile 9.705
Nitrobenzene 9.92
Aniline 7.70
Fluofo-b;nzene 9.195
Chloro~benzene 9.07
Bromo-benzene 8.98
Iodo-benzana 8.73
o-dichlorobenzene 9.07
m-dichlorobenzene 9.12
p-dichlorobenzene 8.94
1{-chloro-2-fluorobenzene 9.155
1-chloto-s-£1uorobenzene 9.21
1=-bromo-4-fluorobenzene 8.99
o-fluorotoluene 8.915
m-fluorotoluene 8.915
p-fluorotoluene 8.785
o-chlorotoluene 3.83
m~-chlorotoluene 8.83




Table A-12. Ionization Potentials (IP) of
Some Aromatic Compounds (Continued)

Molecule IP (V)
p-chlorotoluene 8.70
O=bromotoluene 8.79
m-bromotoluens 8.81
p-bromotoluene 8.67
o-iodotoluene 8.62
m-iodotoluene 8.61
p-1iodotoluene 8.50
Benzotritiﬁo:ido : 9.68
o-fluorophenol 8.66
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Table A-13., Ionization Potantials (IP) of

Some Miscellaneous Molecules

Molecule IP (ev)
Ethylene oxide 10 .565
Propylene oxide 10.22
p~dioxane 9.13
Dimethoxymethane 10.00
Diethoxymethane 9.70
1,1-dimethoxyethane 9.65
gropiolactono 9.70
Methyl disulfide 8.45
Ethyl disulfide . 8.27
Diethyl sulfite 9.68
Thiolacetic acid 10.00
Acetyi chloride 11.02
Acetyl bromide 10.55
Cyclo-CgHy1CF3 10.46
{n-C3F7)(CH3)C=0 10.58
Trichlqrovinylsilanc 10.79
(czés ) 3N 1.7

Isoprene. 9.08
Phosgene 11.77
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Attachment B
Relative Sensitivities for Various Gases

When the 10.2-eV lamp is used for onsite ambient air characterization, Table
B~1 should be consulted.
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Relative Sensitivities For Various Gases (10.2-ey <"
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Table B-1. Relative Sensitivities for
Various Gases (10.2-eV lamp)

Photoionization
Species ' Senaitivity?
p-xylene 11.4
_u-xyleno 11.2
Benzene 10.0P
Toluene 10.0
Diethyl sulfide 10.0
Diethyl amine 9.9
Styrene 9.7
Trichlorbethyleno‘ 8.9
Carbon disulfide 7.1
Isobutylane 7.0
Acetone 6.3
Tetrahydrofuran 6.0
Methyl ethyl kstone 5.7
Methyl isobutyl ketone 5.7
Cyclohexanone 5.1
Naphgya (86s aromatics) 5.0
Vinyl chloride 5.0
Methyl isocyanate 4.5
Iodine 4.5
Methyl mercaptan 4.3
Dimethyl sulfide 4.3
Allyl alcchol 4.2
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Table B-1. Relative Sensitivities for
Various Gases (Continued)

) _ Photoionization
Species Sensitivity®
Propylene 4.0
Mineral spirits 4.0 v
2,3-dichloropropens 4.0
Cyclohexena ' 1.4 -
Crotonaldehyde 3.1
Acrolein 3.1
Pyridine 3.0
Hydrogen ‘sulfide 2.8
Ethylene dibromide 2.7
n-octane : 2.5
AFetaldehyde oxime - ;.3
Rexane 2.2
Phosphine 2.0
Heptane 1.7
Allyl chloride (3-chlorqpropenc) 1.5
Ethylene oxide . 1.0
Acetic anhydride 1.0
q;pinene- 0.7
Dibromochloropropane 0.7
Epichlorohydrin 0.7 >

ST

Witric oxide 0.6
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Relative Sensitivities for

Table B-1.
Various Gases (Continued)
Photoionization
Species Sensitivity?
B-pinene 0.5
Citral 0.5
Acetic acid 0.1
. Nitrogen dioxide 0.02
Methans 0.0
Acetylene 0.0
\.‘- Ethylene 0.0

apxpressed in ppm (V/V).
bneterence standard. -
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Attachment C
Glossary
AC battery charger - A black rectangular box with two cords attached to it.

One cord plugs into an AC outlet, while the other cord attaches to the in-
strument being recharged, The OVA charger has a charge con/off switch.

Backflush valve - On the OVA; used to reverse the hydrogen flow through the
column; injected samples then flow directly to the detector.

B-column - One of the three types of columns made for the OVA., This column
contains 3 percent Diisodecyl Phthalate on chromosorb WAW 60/80 mesh. This
is a low polarity column,

Battery check - Instrument switch on both the OVA and the hNu that indicates
-the charge in the battery.

Battery pack - Located on the front of the OVA and on the back of the hNu;
serves as the power source of the instrument.

Carrier gag - Used in the OVA to carry ambient air through the column and to
the detector, or directly to the detector. Ay is the gas.

Charcoal filter - There are two that can be used on the OVA. One is perma-
nently attached and is used whenever a chromatogram is run. The other may be
screwed into the probe/readout assembly.

Chromatogram - A finger print of a sample. Different peaks on a strip chart
represent different volatile organic chemicals. A chromatogram is obtained
after a syringe injection of headspacs gas is made into the column through
the T-adapter.

Column - A variable length nickel tube (usually 8", 12%, or 24") that con~
tains a certain parking (Type T, B, or G).

Concentration range selector - This is on the OVA and hNu. The desired range
can be set when monitoring the ambient air. The OVA and hNu both have three
settings: 1 to 10, 1 to 100, and 1 to 1000 on the OVA; while the hNu has 0 to
20, 0 to 200, and 0 to 2000.

DOT exemption - A letter of exemption of the OVA from the aircraft rules
which do not allow flammable gas to be shipped. This exemption may allow the
OVA to be shipped or carried full on passenger aircraft.

T

Electronic zero - Found on the hNu; it is used to adjust the zero electroni-
cally when the instrument is placed in the standby position with the probe
attached.,

T

Fan - In the hNu, it maintains a flow of sample gas through the ion chamber.
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GLOSSARY

Flame arrestor - A gold colored metal screen that contains the flame of the
flame ionization detector. It is located at the bottom of the OVA.

Flame ionization detector - A detector that uses a flame, fueled by hydrogen,
to ionize individual contaminants as they emerge from the column., The ions
are then attracted to an oppositely charged electrode, causing a current and
finally an electric signal to the Strip Chart Recorder.

Flame-out alarm - Audible alarm that is activated when the flame in the flame
ionization detector goes out.

Gas select knob - Found on the OVA, it provides a choice of setting whers a
certain gas can be used to calibrate the instrument.

G-column - Cne of the three types of columns made for the OVA. This column
contains a 10 percent OV-101 on chromosorb W AW-DMCS treated 60/80 mesh.

Glow plug - Located in the chamber that supports the flame for the flame
ionization detector, It provides the ignition source for the flame.

Headspace sample - A VOA vial filled three quarters of the way with water or
soil. The remaining quarter of the vial is airspace.

Hydrogen - A diatomic gas that serves as the carrier gas and fuel supply for
the OVA. .7

- -

Hydrogen £111 hose - A hose with a pressure gauge, an adaptor to a type 1A
hydrogen cylinder, and an adaptor to the refill valve on the OVA, It gserves
to refill the OVA with hydrogen from the type 1A cylinder.

Hy refill valve - This valve is only turned on when there is an open path
through the hydrogen f£ill line to the type 1A cylinder.

Hy supply pressure valve - In the open position this valve allows a meas-
ured flow of hydrogen through the column and on to the detector in the OVA.

Hs tank valve - In the open position this allows the hydrogen from the
OVA's cylinder to flow to the H, supply pressure valve.

Ignite burtoh - When ﬁhis is depressed the element in the glow plug glows red
hot and causes ignition of the flame of the flame ionization detector,

Injection - This takes place when a syringe containing gas is introduced into
the column through the septum contained in the T-adaptor, and depressed so as
to enter its contents into the column.

S

Instrument switch - Found on the OVA, this switch turns on the electronics
for the OVA except for the pump and glow plug.

[y

Ionization eﬁerq? - Tnergy needed to ionize gaseous molecules. This {s
usually expressed as ionization potential,

i)
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GLOSSARY

Isothermal coiumn - A column that is wrapped around a hollow metal tube and
then insulated with styrofoam. The purpose of this structure is to keep the
column at a fixed temperature throughout the analysis.

Lamp - Found in the probe of tha hNu, it emits yltraviolet light (photons)
into the lonization chamber. ’

Mercury - Used in making standards for the OVA. A small amount i{s used to
cover the septum when the standard is inverted for storage in order to pre-
vent the solvent vaper from escaping.

Mylar bag - Used to hold a gas mixture, which can ba introduced into the OVA
or hNu through an attached hose or syringe injesction.

*Off~-scale® - Term used to describe the full scale deflection of the needle
for a particular concentration on the OVA or hNu.

Packing - The inner contents of the chromatographic columns used for the
OVA. The different packings ars designated by letters: T, B, and G.

Parts per billion - | part of a chemical in 1 billion parts of air or water

(by volunme). -

Parts per million - 1 part of a chemical in 1 million parts of air or water
(by volunme).

Photoionization - The absorption of ult.aviolet light (a photon) by a mole-
cule that leads to ionization. RH + hv RH™ + e~, where RH is a tracs gas
and hv is a photon with an energy greatsr than or equal to ionization
potential of RH, ’

Photon = A quantity of ultraviolet light.

Porous filters - Particle filters that are found in the probe fixtures and at
the junction of the umbilical cord and ths side pack assembly.

Primary calibration qaé = For the OVA this gas is a methane/air mixture, and
the gas select knob is set at 3.0; while the hNu uses a benzene/air mixture

and the span setting is 9.8.

Probe/Probe readout assembly (OVA) - Attached to the end of the umbilical
cord of the OVA, it contains the inlet of the air sampling line and a dial

with a linear scale readout.

G

TOO

Probe (hNu) -~ Attached at the end of the electrical cord that originates from
the instrument panel of the hNu. The probe contains a lamp, ionization
chamber and a-fan to draw in sample gas to the jcnization chamber,

Fa ¥

Probe extender - both the OVA and hNu have one. It attaches to the end of
the probe to shorten the distance one has to get to *he source of interest,
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GLOSSARY

Pump switch - Found on the OVA, when in the on position it pumps in ambient
air at a rate of 2 units.

Retenticn time - The total tize required for a volatile chemical to emerge
from the column into the detector from the moment of introduction into the
column of the OVA.

Sample screening ~ Determining total volatile organic chemical content of
ambient air or a headspace sample by injection into the T-adaptor of the OVA
while the OVA is in the backflush mode.

Sample flow rate gauge - This gauge is used to monitor the intake of ambient
air by the pump.

Sample inject valve - When this valve is in the "up” position ambient air is
pumped directly to the detector and the instrument is in the survey mode. 1If
depressed during the survey mode, the ambient air is redirected through a
charcoal filter before continuing to the detector.

Septum - This is a replaceable, circular, rubber disc wit.h a ten millimeter
diameter that fits into the septum adaptor.

]
Septum adaptor - This screws onto the T-adaptor and provides a guide for t.he

syringe during injections.

Side Pack Assembly - This is the main unit.of the OVA. It contains most of
the operating controls and indicators, the electronic circuitry, detector
chamber, hydrogen fuel supply and electrical power supply.

Standard - This is a known chemical that is in solution with distilled water
and contained in a VOA vial in such a way that a headspace is present. A
syringe can then withdraw some of the headspace gas after the vial is
agitated, and this gas can then be injected into the column for chromato-
graphic analysis., Comparison to unknown samples then follows.

Standby knob - This {s found on the hNu and allows the hNu to warm up in a
non-emergency demanding position. The instrument can also be electronically

zeroed at this position. -

Strip Chart Recorder - A ticking type recorder that forms a permanent record
of the electronic signals that come from the detector.

Survey mode - The OVA is in this mode when the sample inject valve is in the
up position. In this mode ambient air is pumped directly to the detector.

S

Syringe - A gastight hollow glass tube with a hollow needle on cne end and a
plunger on the other end that is used to collect headspace gas or ambient air

for injections into the OVA.

e

T-Column --One of the three types of columns made for the OVA, This column
contains a 1 percent, 1,2,3 Tris (2 cyancethoxy) propane (also known as TCEP)
on chromosorb W HP, 60/80 mesh. .
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GLOSSARY

Teflon tape - Used to obtain an airtight seal batween connectors in the ny-
drogen line of the OVA.

Total volatile organic reading -~ Measurement of total volatile organic chemi-
cal content of ambient air,

Ultraviolet light - This light or radiation has a wavelength (x) between
4000-2000 ¢. :

Umbilical cord - Two cords intertwined bridging the side pack assembly of the
OVA to the probe assembly. This umbilical cord contains an electronic cable
and an ambient air sampling line.

UV _transmitting window - Window on the UV lamp of the hNu that emits photons
of UV light.

VOA Vial - A tubular glass vial with a rubber septum cap that is coated with
Teflon on one side (usually 40 to 45 ml).

Vblatile organics - Organic chemicals that have low boiling points and high
vapor pressures,

0477
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HNu Photoionization Operation S.0.P. No. 11.
: Attachment D

Excerpt from"Instruction Manual - Model
SECTION 3 P1-101, Portable Photoionization Analy -
HNu Systems, Inc., 1986. (Note: Secti
8.2 of the Appendix of that Manual is
attached at end of this excerpt.

CALIBRATION

3.1 INTRODUCTION

The PI 101 Analyzer is designed for trace gas analysis in
anbient air and is calibrated at HNU with certified standards of
benzene, vinyl chloride and isobutylene. Other optional
calibrations are svailable (e.g., ammonia, ethylene oxide, H2S,
etc.). Calibration data is given in the dats sheet. If a
special calibration has been done, the data is given in the
Applicacion Data Sheet, which notes the sample source, type of
calibration (see Section 8, Appendix), and other pertinent
information.

Good instrumentation practice calls for calibration on the
species to be measured in the concentration range to be used.
This procedure assures the operator that the analyzer is
operating properly and will generate reliable data.

Some general points to consider when calibrating the PI 101
are that the anslyzer is designed for operation at ambient
conditions and therefore the gas standards used for calibration
should be delivered to the analyzer at ambient temperatures and
pressure and st the proper flow rates.

The PI 101 is a non-destructive analyzer; calibrations using
toxic or hszardous gases nust be done in a hood.

The frequency of calibration should be dictated by the
usage of the analyzer and the toxicity of the species messured.
If the analyzer has been serviced or repaired, calibration
should be daone to verify operation and performance. It is
recommended that calibration be checked frequently at first
(daily or every other day) and then regularly based on the
confidence level developed.

The normal meter scaleplate is O to 20. If the scaleplate
is different, refer to the Application Data Sheet. If there are
questions, consult the HNU representactive before proceeding with
calibration check.

An accurate and reliable method of calibration check is to
use an analyzed gas cylinder in a test setup as shovn in Figure
3-]1 and described below. Additional material on calibration is
given in Section 8, Appendix.

3.2 ANALYZED GAS CYLINDER

AT

a. Concentration - The calibration gss cylinder is to
contain the species of interest made up in sn air matrix
at or near the concentration to be analyzed. If the
component is unstable in sir, another smatrixz is to be
used. The final calibration mixture should be similar
to the sample the PI 101 will analyze. If the expected CE
concentration i{s not known then a concentrstion should
be chosen that will csuse a scale displacesent of 50 to
802 on the X10 range. Calibdration on XI10 range will
provide sccurate vslues on the X] rance as vell.

T
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SECTION 3.2, ANALYZED GAS CYLINDER cont.

For use on the 0-2000 range, a tvo-standard
calibration is preferred: one at 70 to 852 of the
linear range and the other at 25 to 35 of the linear
range. With the linear range of approximately 600 ppm
for most compounds these points would lie betwveen 420 to
510 ppm and 150 to 210 ppm, respectively.

Stability - The calibration gas must be stable within
the cylinder during the period of use. If the
calibration is required in the field, then use of a
spall cylinder is recommended. In addition, the choice
of cylinder material in contact with the gas must ba
considered (steel, aluminum or teflon), If there are
any quescions, the operator should request scability and
usage information from the gas supplier.

WARNING

Extreme care must be taken in the handling
of gas cylinders, Contents are under high
pressure., In some cases, the contents nay
be hazardous. Many gas suppliers will
provide data sheets for the mixtures upon
request.

Delivery - The cylinder containing the calibration
mixture must be connected to a proper regulstor.

WARNING
Never open the valve on a gas cylinder
container wvithout a regulator attached.

Leak test all tank/regulstor connections as well as the
msin cylinder valve to prevent toxic or hazardous
meterials from leaking into the work area. Care aust be
taken that the materials of coastruction of the
ragulator will not interact with the calibration gas.

One aethri of sampling the calibration gas is
illuscrated in Figurs 3-1, Connect the cylinder to one
leg of the tee, 3 flowvw meter to the opposite leg, and
the probe tn the third leg. The flowv meter does not
require 4 valve, If there is & valve, iC must be left
vide aopern. th: flowmeter is only to indicate excess
flow. Adjust ~he fluw frow the regulator such that only
a litrle sxrross flow is registered at the flowmeter.

PAGE 13-2
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SECTION 3.2,

3.3 PROBE

3.4

ANALYZED GAS CYLINDER cont.

This insures that the PI 10l sees the calibration gas at
sdtoospheric pressure and ambient temperature.

Usage - Generally, a gas cylinder should not be used
belov 200-300 psi as pressure effects could cause
concentration variations., The cylinder should not be
used past the recommended age of the contents as
indicated by the manufacturer. In case of difficulry,
verify the contents and concentration of the gas
cylinder.

Alternate means of calibration are possible. For
more informstion, contact the HNU Service Department.

Identify the probe by the lamp label. If a question
exists, disassenble the probe and inspect the lamp. The
energy of the lamp is etched into the glass envelape.

Connect the probe to the readcut assembly, making sure
the red interlock swvitch is depressed by the ring on the
connector,

Set the SPAN pot to the proper value for the probe being
calibrated. Refer to the calibration memo accompanying
the probe.

Check the lIonization Potential (IP) of the calibration
gas to be used. The IP of the calibration gas must be
at or belov the IP of the lamp.

Procesd with the calibrstion as described in Section
3.4, Check the calibraction mezmo for specific dacta.
If any questions develop, call the HNU representative,

NOTE: The 11.7e¢V lasp has a special clesning compound.
Do not use vatar or any other cleaning compound wvith the
11.7 eV lamp. Do not interchange ion chambers,
ssplifier boards or lamps betveen probes. (See Section
5.2).

PROCEDURE

a. Battery check - Tura the function switch to BATT.

The needle should be in the green region. If not,
recharge the battery.

PAGE 3-3
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JECTION 3.4, PROCEDURE cont.

3.5

b. Zero set - Turn cthe function switeh to STANDBY.
In this position the lamp is OFF and no signal is
generated. Set the zero point with the ZERO set
control. The zero can also be set vith the functien
switch on the X1 position and using a "Hydrocarbon-free"
air. In this case "negative” readings are possible {f
the analyzer measures a cleaner sample when in service.

c. 0-20 or 0-200 range - For calibrating on the 0-20 or
0-200 range only one gas standard is required. Turn the
function switch to the range position and note thes meter
resding. Adjust the SPAN control setting as required to
read the ppa concentration of the standard. Recheck the
zero setting (step b.). If readjustment is needed,
repeat step c. This gives a two-point calibration; zero
and the gas standard point. Additional calibration
points can be generated by dilution of the standard with
zero air if desired (see Section 8),.

d. 0-2000 range - For calidbrating on the 0-2000 range, use
of two standards is recommended as cited in Section
3.2a. First calibrate with the higher standard using
the SPAN control for setting. Then calibrate with the
lower standard using the ZERO adjustment. Repeat these
several times to ensure that a good calibracion is
obtained. The anslyzer will be appoximately linear to
better than 600 ppm, (see Figure 3-2)., If the analyzer
is subsequently to be used on the 0-20 or 0-200 range,
it must be recalibrated as described in steps b. and c.
above,

e. Laap clesning - If the span setting resulting froa
calibration is 0.0 or if calibrstion cannot be achieved,
then the lamp must be cleaned (see Section 5.2).

f. Lamp replacement - If the lamp output is too low or if
the lamp has failed, it must be replaced (see Section

503)0

CALIBRATION CHECKING

Rapid calibration checking in the field can be accoaplished
by use of s small disposable cylinder containing isobutylenes.
Imnedistely after a calibration has been completed, a reading i
taken on a special isobutylene standard. This provides a ’
reference concentration measurement for later checking ia the
field. This can be done at any time with s portable cylinder
containing this same special standard, using this reference
resding as & check, and making sdjustments to the anslyzer if
necessary. 1In effect, this is an indirect method of
calibration, one maintaining the calibration to give direct
readings for the original gss mixture, but using the portable
isobutylene cylinder. Details are given in Section 8.2 of the

Appendix,
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oECTION 38 cont.

8.2

CALIBRATION CHECKING WITH ISOBUTYLENE

The calibration of the analyzer can be rapidly checked by

- the use of an HNU small disposable cylinder containing

isobutylene (HNU pn 101-350) with s regulator (HANU pn 101-351).

At the factory, the analyzer is first calibrated oa the
desired gas standard at the specified concentration. Then a
measurement is made with isobutylene.

The ppm reading along with the span setting using
isobutylene is recorded in the calibration report,

In service, the analyzer calibration can be checked and
read justed if necessary by using this cylinder and regulator as
follows:

a., Connect the analyzer to the regulator and cylinder with
& short piece (butt connection) of tubing as shown in
Figure 8-1., The calibration gas in the cylinder
consists of a gixture of isobutylene and zero air.
Isobutylene is nontoxic and safe to use in confined
areas. There are no listed exposure levels at nny
concentration.

The regulator sets and controls the flow rate of gas at
a value preset at the factory. This will be about

250 ec/min.. :

It is important that the tubing be clean since
contaminated tubing will effect the calibration reading.
Do not use the cylinder below about 30 psig as readings
below that level can deviate up to 102 from the rated
value,

Safely discard the disposable cylinder when empty.

Do not refill this cylinder.

It is against the law to transport refilled cylinders.

b, With the SPAN setting and the function switch at the
same positions as listed in the Application Data Sheet
or Calibdbration Report, open the valve on the cylinder
until a steady reading is obtained,

c. If the reading is the same as the recorded data, the
analyzer calibration for the original species of
interest is still correct.

d. If the reading has changed, adjust the SPAN setting
until the reading is the same.

e. Shut off the cylinder as soon as the rcading is
established.

f. Record and maintain this new SPAN setting. Then
recalibrate the anslyzer on the species of interest as
soon as possible.

g. Yhenever the analyzer is recalibrated, it is to be
inmediately checked with the small cylinder and the
reading roccorded. This can then be used for later
checking in the field.

PAGE 8-5
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FIGURE 8-1
CALIBRATION CHECKING SET-UP
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Exiting Monitoring Well Evaluation

1.0  OBJECTIVE
The following procedure is a general guideline for the evaluation of existing wells.
The guidelines may be modified depending on the project objectives. After

completion of the evaiuation, a judgment could be made as to the reiiability of past
data and future usefulness.

20 LIMITATIONS

These guidelines give overall technical guidance only and could be modified by
specified requirement of project-specific plans for monitoring-well evaluation.

3.0 DEFINITIONS

None.

40 GUIDELINES

The following guidelines and procedure should be used when conducting monitor-
ing-well evaluations:

1. Record the identification and general location of the monitoring well,
including approximate_distance from the site and access to the well.

2. Record the physical condition of the monitoring well including the
following:

a. Existence an condition of the protective steel casing, cap, and lock,
including casing diameter.

b. Existence and condition of cement collar surrounding the protective
casing.

¢. Presence or absence of standing water or depressions around the
casing.

d. Presence of any electrical cable and its connections.

3. Before removing well cap, check for and disconnect any wires, cables, or

P70



Exiting Monitoring Well Evaluation

Standard Operating Procedure 12
Page 2 of 3
Date

ﬁ
. electrical sources. Remove lock and open cap. Air monitoring equipment

should be used to detect the presence of organic vapors in he monitoring
well. The following information should be recorded:

a. Cap function.

b. Physical characteristics of the inner casing or riser, including inner
diameter and casing composition.

c. Presence of grout between the inner and outer protective casing.

d. Presence of an inner casing or riser cap including how it is attached
to the casing and if it is vented.

e. Presence of a submersible pump or dedicated bailer. ¥ possible,
remove it and check the diameter, material, and condition of the
equipment.

f. Stickup height from top of protective casing with cap open to
ground surface and to top of inner casing or riser pipe if it exists.

Record initial static water level from top of PVC casing using an M-scope
or equivalent.

Check dept of the waell, if not obstructed, with a calibrated weighted line.
Bounce the weight on the hole bottom to check for sediment. The weight
will advance slowly if the well contains sediments. Note any sediment or
bentonite on the end of the weight when removed. Note any obstructions
or discrepancy with construction logs.

Check alignment and plumbness of the well. This is not as critical in
shallow wells as in deep wells where a vertical line-shaft turbine pump or
submersible pump will be installed. A plumment smaller than the inner
well diameter should be lowered into the well. Any obstructions shouid

be noted.

Check the function of the well to determine the time required for future
sampling and estimate the hydraulic conductivity. The extent and method
of testing depend on project objectives, well depth and diameter, and
estimated hydraulin conductivity. Test methods would include rising head,
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falling head, and slug tests. Records recovery using a pressure

- transducer with recorder or a water level indicator. Record pH, specific
conductance, and temperature of groundwater removed if instrumentation
is available. In clustered or nested wells record water level in shall wells
when deeper wells are tested.

8. After water level equilibrium has been reached, check the integrity of th
bentonite seal by pouring several gallons of water around the outside of
the casing. Monitor water levels for 10 minutes and note any increase.

9. Close well, secure lock, and properly decontaminate all equipment when
necessary.

TOO S
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Date: September 1, 1989
m

1.0  QBJECTIVE

The function of a maintenance program is to ensure that any equipment needed for
investigative work done by Maicolm Pirnie, Inc. (MPI) personnel is in proper working
condition. Specifically, maintenance is needed to prevent the failure or malfunction
of equipment and to eliminate erroneous readings resulting from nonmaintained
equipment or from equipment in need of repair.

20 APPLICABILITY

This guideline is applicable to any monitoring, measuring, or test equipment that will
be used for investigations conducted by MP! Personnel.

3.0 DEFINITIONS

General maintenance -- The minimum amount of maintenance needed to keep an
instrument in proper working order.

Functional maintenance - The maintenance needed for the repair or reconditioning
of a piece of equipment.

4.0 GUIDELINES

A maintenance program is essential to ensure the continued operation of all
instrumentation. The three elements of this program include normal upkeep of
equipment, service and repair (when required) and formalized record keeping of all
work done on each piece of equipment. This guideline covers the normal-upkeep-
of-equipment element of the maintenance program.

For most of the equipment listed in Section 4.2 below, normal maintenance will
consist of cleaning (outside surfaces) lubrication (all moving parts) and, if applicable,
a battery level check and recharge or replacement as necessary. This program will
include the maintenance of all monitoring, measuring, and test equipment returning
from use, or any equipment used on a daily basis. The frequency of maintenance
checks will be dependent on the individual needs and use of each piece of
equipment. As a minimum, most equipment will be maintained according to a
monthly schedule.

Maintenance procedures will be only those necessary for keeping an instrument in
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service or in preparation for everyday use. It is beyond the scope of this guideline
to cover specific maintenance or repair procedures for each piece of equipment.
For this purpose, the manutfacturer and model number are given for each piece of
equipment so that a repair or specific maintenance problem can be referred to the
manufacturer or other qualified servicing organization.

4.1 RESPONSIBILITIES

The project team leader's responsibilities include keeping all maintenance records,
making sure all equipment used is maintained on a daily basis, and shipping any
instrument in need of repair to the correct source.

The equipment custodian’s responsibilities include carrying out all maintenance
required according to schedule, sending out for service any piece of equipment in
need of repair, and informing fieild team members of any specific maintenance

requirements for equipment used at the site. The equipment custodian will also
keep on file all records of maintenance under his or her care.

The field personnel responsibilities include the maintenance of every piece of

equipment located at the site, on a regular basis, and the maintenance of equipment
after each use.

4.2 EQUIPMENT

A list of the equipment that is subject to the maintenance guidelines set forth in
Section 4.2- is given below.

1. Altimeter, American Pualin System Model APS-M!

2 Automatic level, Lietz Model B2A

3. Colorimetric tubes, National Draeger Model 67-26065

4. Explosimeter, Mine Safety Appliances Model 2A

5. Flow recorder, Linear Instruments Corporation Models 141 and 142
6. Magnetometer, Omnimag Model PPM-300

7. Oxygen met~r, Mine Safety Appliances Model 245 PA
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8. Permissible air-sampling pump, Bendix Models BOx30 and BDX3l
9. pH meters
a. Coring Scientific instruments Model 3
b. Orion Research Models 201 and 301
10.  Radiation detectors
a. Eberline Models E-120 and E-I20E
b. Solar Electronics Model PA-Mini
c. Victoreen Model 480, Thyac i
11.  Rain gauge, Belfort instrument Company Model 5-780 series
~- 12.  Resistivity meter, Bison Instruments Model 2350

13. Theodolite, Tokyo Optical Company, Ltd., Modeis TL-6DE, TL-10DE,
TL-20DE, and TL-20DEP

14. Vapor detectors
a. HNU Systems Model PI-101
b. Photovac Incorporated Model 10A10
c. Foxboro Models OVA 128 and 108
15. Water level indicators
a.  SINCO Model 51453
b.  Soiltest Inc. Models DR760A, DR762M, and DR762A

4.3 MONITORING, MEASURING, AND TEST EQUIPMENT MAIN TENANCE

All monitoring, measuring, and test equipment should be maintained on a monthly
basis (unless otherwise stated) Periodic maintenance should include a general
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cleaning with a mild detergent, lubrication of all movable parts, a battery check if
applicable, and a generalized check for any equipment that is need of repair.
Instrument calibration (Section 12.1 and 12.3) or decontamination (Section 11.11) are
not treated in this procedure.

In addition to the monthly scheduled maintenance, equipment that has been used
between inspections must undergo a maintenance check after each use, or, if the
equipment is used over a prolonged period, a check should be made aster each
day of use.

Maintenance requirements are summarized below for the equipment listed in the
preceding Section 4.2.

43.1 Altimeter

The following is a summary of the maintenance requirements for the Model APS-MI
altimeter manufactured by American Paulin System:

N~—- 1. General maintenance. Protect the altimeter a:id thermometer from the
direct rays of the sun.

2 Monthly maintenance. None required.
3. After-use maintenance. Clean the instrument with a mild detergent.

4, Functional maintenance. Refer all specific maintenance and repair
requirements to the manufacturer.

432 Automatic Level

The following is a summary of the maintenance requirements for the Model B2A
automatic level manufactured by Lietz:

1. General maintenance. Clean and check the instrument.
2. Semiannual maintenance
a. Fully check and inspect the instrument.

b. Periodically check the tripod shoes; they may become loose' or
the legs may become shaky after being used for a long period.

G
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3. After-use maintenance

a. Completely wipe off any moisture if the instrument gets wet
during survey work. Moisture will adversely affect the instrument.

b. Clean every part of the instrument before putting it back in the
case. Breathe on the lenses to moisten them and gently clean
them with a clean cloth (wom out cotton) or soft tissue paper.

4, Functional maintenance. If foreign matter appears to have entered any

movable parts or screws, or when condensation or fungi appear on the

lenses, prisms, etc., of the telescope, promptly consult the
manufacturer.

43.3 Colorimetric Tubes

The following is a summary of the maintenance requirements for the Model 67-
26065 Draeger Multi Gas Detector manufactured by National Draeger:

1. General maintenance. None required.

2. Monthly maintenance

a. Leak test — Insert the unopened tube into the bellows pump.
Compress the pump. Following this, the position of the bellows
must not change any more for | minute.

b. Suction capacity test - Compress the pump; when the bellows is
released, it must open instantly.

3. After-use maintenance. Perform the leak test and suction capacity test.

4, Functional maintenance. Refer any repair or specific maintenance
needs to the manufacturer or another qualified service center.

4.3.4 Explosimeter

=T

The following is a summary of the maintenance requirements for the Model 2A
Combustible Gas Indicator manufactured by Mine Safety Appliances:
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1. General maintenance. None required.

2, Monthly maintenance

a. Check battery level; replace batteries if necessary.
b. Check for leaks in the system.
c. Check flashback arresters.
d. Check ballast lamp.
e. Check detector unit.
3. After-use maintenance
a. Check battery level.
b. Check filter.
c. Check detector unit.

4, Functional maintenance

When gaseous concentrations fall above the scale range of the

a.
instrument, stop sampling and flush the instrument with fresh air.

b. Replace battery in accordance with instruction manual (Model
2A).

c. Change filter in accordance with instruction manual.

d. Refer all repairs to the manufacturer or other qualified service
personnel.

435 Flow Recorder

The following is a summary of the maintenance requirements for the Models 141 and
142 flow recorders manufactured by Linear Instruments Corporation:

1. General maintenance. Keep on supply chart paper and chart pens
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43.6

(keep pen tips covered)

Monthly maintenance. Check battery level; recharge according to
manufacturer’'s specifications if necessary.

After-use maintenance

a. Check battery and recharge if necessary.

b. Check the amount of chart paper used; add more if necessary.
Functional maintenance

a. | User lubrication is not recommended.

b. Service or repair shouid be referred to Linear Instrument
Corporation factory technicians or other qualified repair
personnei. '

Magnetometer

The following is a summary of the maintenance requirements for the Model PPM-
300 Omnimag, Total Field Magnetometer, manufactured by EDA Instruments, Inc.

1.

2.

General maintenance. Keep the magnetometer clean and free of dust.

Monthly maintenance. Check the battery level and, if necessary,
change or recharge the batteries.

a. Rechargeable: nonmagnetic sealed lead-acid batteries
b. Disposable: C-size cells
After-use maintenance

a. Clean the key péd to prevent buildup of dirt in the key recesses.
¥ necessary, use a small soft brush to remove the dirt.

b. Clean around the mode selector. Use a small, soft brush to gain
access.

SR

T

A



Monitoring, Measuring and Standard Operating Procedure 33
Test Equipment Maintenance Page 8 of 17

Date: September 1, 1989

c. Clean the display window.

d. Clean the sensor. This is important because foreign matter
could contain traces of magnetite which could influence
instrument accuracy.

e. Check the battery level; recharge or replace as necessary.

4, Functional maintenance. Refer all specific maintenance or repair needs
to the manufacturer or other qualified service personnel.

43.7 Oxygen Meter

The following is a summary of the maintenance requirements for the Model 245 RA
oxygen meter manufactured by Mine Safety Appliances Company:

1. General maintenance. None required.

2. Monthly maintenance. Check battery level by tuming instrument on. i
low battery alarm sounds, replace battery (one S-V alkaline battery)

3. After-use maintenance

a. Check Teflon sensor for damage (easily damaged)

b. Clean the instrument with a cloth and a mild detergent in water.
4 Functional maintenance. For sensor replacement, refer to the

manufacturer’s manual. All other repairs should be referred to the
manufacturer.

43.8 Permissible Air-Sampling Pump
Maintenance of the sample pump involves checking for leaks, blockage, and pump

‘capacity. The following is a summary of the maintenance requirements for the

Models BDX30 and BDX3! Super Samplers manufactured by Bendix Corporation:
1. Monthly maintenance

a. Check the sampling head for leaks (refer to manufacturer’s
manual as noted above). If a leak is found, inspect cassette and
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4.3.9

hose for cracks and leaks. Repair or replace components as
necessary.

b. inspect the dust collector leaks. If a leak is found, inspect filter
holder and hose for cracks and leaks.

After-use maintenance

a. Inspect and clean all parts daily. Cleaning shouid be done with
water or alcohol and a pipe cleaner.

b. Check the unassembled parts for cracks or leaks and replace all
0-rings at the first sign of wear.

c. Recharge battery after each use.
Functional maintenance. Specific maintenance procedures for the
Super Sampler pump, gravimetric sampling head assembly, and

respirable dust collector are outlined in the manufacturer’s manual
(reference, BDX30, 3I, 99).

pH_Meters

pH Meter Manufactured by Coming Scientific Instruments

The following is a summary of the maintenance requirements for the Model 3 pH

meter:

General maintenance. None required for meter; store electrodes under
conditions described in the instruction manual. The electrode
instruction sheet gives maintenance procedures for individual

electrodes.

Monthly maintenance. Check battery level. Replace if necessary (two
9-V batteries)

After-use maintenance. Check battery level after each use.

Functional maintenance. Various electrodes can be used with this pH
meter, and each electrode will have Its own maintenance procedure.
Reference to electrode maintenance will be given on the electrode
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instruction sheet.

pH Metér Manufactured by Qrion Research

The following is a summary of the maintenance requirements for the Models 201 and
301 digital pH meters:

1. General maintenance. Store electrodes according to procedures given
on the electrode instruction sheet.

2. Monthly maintenance. Check the battery level, and replace batteries as
needed (six AA batteries).

3. After-use maintenance. Check batteries after each use.

4, Functional maintenance. Refer specific maintenance or repair needs to
the manufacturer or other qualified service personnel

4.3.10 Radiation Detectors
Radiation Detector Manufactured by Eberline Geiger Counter

The foliowing is a summary of the maintenance requirements for the Models E-120
and E-{20E radiation detectors:

1. General maintenance
a. Keep instrument clean and dry.

b. Remove batteries if the instrument is to be inactive for a long
period.

2 Monthly maintenance. Check the battery level. Replace batteries when
their check reading is beiow the acceptable ievel.

3. After-use maintenance. Check battery levels daily.

4, Functional maintenance. Refer all specific maintenance or repair needs
to the manufacturer or other qualified service personnel.

Radiation Detector Manufactured by Solar_Electronics
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The follawing is a summary of the maintenance requirements for the Radiation Alert
Model RA-Mini:

1. General maintenance. None required

Monthly maintenance. Check the battery level and replace if necessary
(9-V alkaline cell)

3. After-use maintenance. Check the battery level and replace i
necessary.

4. Functional maintenance. Refer all specific maintenance or repair needs
to the manufacturer or other qualified personnel.

Radiation Detector Manufactured Victoreen Geiger Counter

The following is a summary of the radiation requirements for the Model 490, Thyac
[|[$

1. General maintenance. Keep instrument clean and dust free.
instrument should be turned off when not in use.

2 Monthly maintenance. Check the battery level. Replace batteries as
needed (two D cells).

3 After-use maintenance. Check the battery level. Replace batteries as
needed. Conduct a performance test in accordance with ANSI N323-
1978, paragraphs 4.6 and 5.4-

4 Functional maintenance. Specific maintenance procedures for Geiger
tube replacement, high-voltage power supply check, an ampilifier,
circuit, and monostable multivibrator test are outlined in the
manufacturer's manual. Refer all other service to the manufacturer or

other qualified service personnei.

4.3.11 Rain Gauge

The following is a summary of the maintenance requirements for the Model 5-780
series (re. book nos. 8777, 12049, 15783) of rain gauges manufactured by Beffort
Instrument Company:
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1. General maintenance. Inspect the gauge during regular operational
visits to ensure correct operation.

2. Monthly maintenance. None required.

3. During-use maintenance. Every 3 months (dusty climates) or once per
year (mild climates) clean all Moving parts with a soft brush. Examine
the weighing mechanism linkage for evidence of excessive friction.
Clean the bucket thoroughly. Inspect the dash pot; add silicone fluid #
necessary. Inspect the chart recorder and drive. Clean the pen.

4, Functional maintenance. See additional maintenance procedures
provided in the manufacturer 's manual (as referenced above)

4.3.12 Resistivity Meter

The following is a summary of the maintenance requirements for the Model 2350
Earth Resistivity Meter manufactured by Bison Instruments:

1. General maintenance. Keep instrument free of dust, dirt, and moisture.

2 Monthly maintenance. Check battery level (selector switch on test
positions) and replace batteries as necessary (three 9-V batteries,
Mallory No. TR234R, and three 5.4-v batteries, Everady No. 490).

3 After-use maintenance. Check battery level; replace batteries as
necessary.

4, Functional maintenance. For battery replacement refer to instruction
manual. Do not attempt any repairs or internal maintenance beyond
battery replacement

43.13 Theodolite

The following is a summary of the maintenance requirements for theodolites, Models
TL-6DE, TL-IODE, TL-20DE, and TL-20DEP, manufactured by Tokyo OPtical
Company, Lid.:

1. General maintenance. Store instrument in a well-ventilated area. Protect
the instrument from shock and vibrations when transporting.
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2. Monthly maintenance
a. Clean the instruMent with a damp cloth.

b. Check the instrument according to procedure outlined in the
manual

3. After-use maintenance. Clean the instrument after each use.
4, Functional maintenance

a. Do not dismantle the telescope or revolving parts of the
instrument.

b. Refer repair or internal maintenance to the manufacturer or to a
qualified service center.

4.3.14 Vapor Detectors
Vapor Detector Manufactured by HN stems

The following is a summary of the maintenance requirements for the Model Pl-I 01
HNU Photoionization Analyzer:

1. General maintenance. None required
2 Monthly Maintenance
a. Check battery and recharge it necessary.

b. Check sample inlet of the probe unit for violet glow (change
_ ultraviolet light source if needed)

3. After-use maintenance. Recharge battery after each use.

4, Functional maintenance. Refer all specific maintenance or repair
needs to the manufacturer or other qualified service personnel-

Vapor Detector Manufactured by PhotoVac Incorporated
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The following is a summary of the maintenance requirements for the Model 10A10

Portable Photoionizaton Gas Chromatograph:
1. General maintenance. Maintain batteries in a fully charged condition.

2. Monthly maintenance. Check battery level. Recharge batteries when
necessary.

3. After-use maintenance. Recondition column by heating overnight at a
temperature of 100 C and in an ultra-high-purity helium atmosphere.

4. Functional maintenance

a. For column replacement, refer to the manufacturer®s instruction
manual as referenced above.

b. Because user service is not recommended, forward any repairs
to the manufacturer or other qualified service personnel.

Vapor Detector Manufactured by Foxboro

The following is a summary of the maintenance requirements for the Organic Vapor
Analyzer, Modeils OVA 128 and 108:

1. General maintenance. Keep instrument free of dust and moisture.
2 Monthly maintenance
a. Check the battery charge level. Recharge batteries as needed.

b. Clean and inspect particle filtters, valve rings, and burner
chamber.

c. Check pumping system for leaks.
3. After-use maintenance
a. Recharge battery after each use.

b. Recharge hydrogen gas supply as needed.
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c. Check chromatograph column; change or regenerate (with a
desorber) the column if needed.

4 Functional maintenance. Refer all specific maintenance or repair needs
to the manufacturer or to other qualified service personnel.

43.15 Water Level Indicators
Water Level Indicator Manufactur IN

The following is a summary of the maintenance requirements for the Model 51453:
1. General maintenance. None required.

2. Monthly maintenance. Check battery level and replace batteries if
necessary (three AA batteries)

3. After-use maintenance. Clean the instrument after each use.

4, Functional maintenance. Refer repair or specific Maintenance to the
manufacturer or to other qualified service personnel.

Water Level Indicator Manufactured by Soiltest, Inc.

The following is a summary of the maintenance requirements for the Models
DR760A, DR762M, and DR762A:

1. General maintenance. None required.

2 Monthly maintenance. Check battery level and replace batteries
as needed (one |-/2-V penlight cell)

3. After-use maintenance
a. Clean the instrument after each use.
b. Check battery level after each use.

4, Functional maintenance. Refer repair or specific maintenance to
the manutacturer or to other qualified service personnel.
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44 R /D

A record of all equipment maintenance and repair should be kept in the following
places:

1. Field logbook
2. Equipment custodian’s logbook
3 Remedial Planning Office (REMPO) files

A record of maintenance form, shown on Figure 4.25-1, will be kept on file at
REMPO with the instruction manuals for all instrumentation.
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MALCOLM PIRNIE, INC.
RECORD OF MAINTENANCE

Type Date

Manufacturer

Model No.

Serial No.

Type of Maintenance

Comments

Maintenance Performed by

Copy to

Quality Assurance Officer

ST

TO0



Field Permeability Testing Procedure

General:

-Slug tests are performed in wells to determine the in-situ hydraulic
conductivity of the strata adjacent to the well screen. This s
accomplished by analyzing the water level response in the well following

an instantaneous change in water level due to the insertion or withdrawal

of a slug

Procedure

of known volume.

Use a slug constructed of 2.0-2.6 inch 0.D. PVC tubing filled
with sand which is 6 feet long and displaces 1.7-2.6 feet of
water in a 4-inch I.D. well.

Using a decontaminated electronic water level indicator,
measure the water level and depth to the bottom of the well to
calculate the water column and compare to the well construc-
tion log to determine if the screen is fully saturated. If
the 'screen is fully saturated, both the falling and rising
head test data can be interpreted. If the screen is partially
saturated, only the rising head test data can be interpreted
(Bouwer and Rice, 1989). The height of the water column will
determine the pressure rating for the transducer.

Decontaminate the data logger, appropriate pressure transduc-
er, cable and slug. A new, dedicated 1ine will be attached to
the slug for each well tested.

Record all appropriate data in a field notebook.

Input the necessary test parameters into the data logger. If
the data logger used is the Hermit Model 1000, the test
parameters will be: test number, sampling rate, number of
inputs, and type of input. Once set, only the test number is
changed for each additional test.

Lower the pressure transducer to a position just above the
bottom of well. Allow time for the water level to equili-
brate.

Attach the transducer to the data logger and input the
necessary transducer parameters into the data logger. If the
data logger used is the Hermit Model 1000, the transducer
parameters will be: reference scale, offset, and display.
Once set, only the reference is changed for each additional
test.
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Set the slug in the well to a position just above the water
Tevel.

Start data logger, wait one second, then quickly and smoothly
Tower slug until the top of the slug is below the static water
level. Avoid hitting the transducer and cable with the slug.

Continue the falling head test until the water level recovers
to a least 80% of the initial level.

Stop the data logger falling head test that is running and
start a second, rising head, test. Wait on second, then pull
the slug up until it is completely out of the water. The
Hermit data logger allows for the falling head test and the
rising head test for one well to be stored as one test thus
increasing the storage capabilities of the instrument. They
use the term, step, for this procedure.

Continue the rising head test until the water level recovers
to at least 80% of the initial level.

Stop the data acquisition program, disassemble and clean the
testing equipment and discard the line.
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SUMMARY OF OPERATING INSTRUCTIONS
1. CALIBRATION

A. Switch insttument 1o OFF and adjust meter mechanical zero.

8. Switch to ZERO and adjust to "0 on mg/1 scale.

C. Switch to FULL SCALE and adjust to " 15~ on mg/| scale.

D. Prepare probe for operation, plug into instrument, wait up 10 15 minutes
for probe 10 stabilize. Probe can be locsted in calibration chamber or am-
bient sir. : .

E. Switch to CALIB. 0; snd adjust CALIB. control until meter indicates local
altitude on short scale in upper right corner of meter.

NOTE: it is desirable to calibrate probe in a8 high humidity environment.
See instructiop manual for more detail on calibration and other instrument

and pr haracteristics. "
2. MEASUR 4

A. Plece mple snd stir.

B. Allow me for probe to stabilize to sample temperature and dis-
solved ox T

C. Switcl AND SET DIAL. Set 0: SOLUBILITY FACTOR disl
to sample tem re. Take care to properly index salinity on sloped
white bar. * . _ :

0. Switch to RE ."1’”" mg/|, dissolved oxygen while stirting.

E. We recom strument be left on between measurements to
avoid the to re-polsrize the probe.

3. GENERAL CARE \ .

A. Replace batteries after 1000 hours of operating or if full scale adjustment

cennot be made. Use Eveready 9356 “"C” size or equal.

B. Membranes will last indefinitely depending on use. Average replacement
is 2-4 weeks. Probe should be stored in humid environment to prevent
drying out.

C. Calibrate deily.

ey
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GENERAL DESCRIPTION (

The YSt Model 51B Dissolved Oxygen Meter is intended for dissoived oxygen
and temperature measuremaent in water and wastewater apphications, but are also
suitable for use n certain other liquids Dissolved Oxygen is indicated in mg/|
{miligrams per Iner) on 8 0-15 mg/1 scale Temperature is indicated in °C on a -5°
to +45°C scale. The dissolved oxygen range is automatically temperature com-
pensated for permeability of the probe membrane, and manual by diect dial for
changes in water temperature.

The probes use Clark-typs mambrane covered polarographic sensors with
builtin thermistors for temperature measurement and compensation. A thin,
permeable membrane stretched over the sensor isolates the sensor elements
from the environment. but allows oxygen and certain other gases (0 enter. When
a polarizing voltage is applied across the sensor. oxygen that has passed through
the membrane reacts at the cathode. causing a current to flow.

The membrane passes oxygen at a rate proportional to the pressure dilference
across it. Since oxygen is rapidly consumed st the cathode. it can be assumed
that the oxygen pressure inside the membrane is zero. Hence. the force causing
the oxygen to diffuse through the membrane is proportional to the absolute
pressure of oxygen outside the membrane. If the oxygen pressure increases,
more oxygen diffuses through the membrane and more current flows through
the sensor. A lower pressure results in less current.

SPECIFICATIONS

I. Instrument

Oxygen Measurement

Range: 0-15 mg/i

Accuracy: Better than + 0.2 mg/l when calibrated with +5°C of sctual
sample temperature.

Readability: Bettar then 0.1 mg/)

Temperature Measurement
Range: -5° to +45°C

Accurecy: 10.7°C, including probe
Readability: 0.25°C

Compensastion

Temperature compensation for oxygen probe membrane coefficient is
sutomatic.

Tempaerature compensation for oxygen solubility is manual by direct dial from
0°C 10 45°C for lresh water and -5°C to +37°C for sea water.

Altitude compensation is manusl by direct dial from 0 to 11,000 feet.

Salinity compensation is manual by direct dial from fresh water to sea water
of 20.000 mg/! chloride concentration.

System Response Time

Typical response for temperature and DO readings is 90% in 10 seconds at
constant tempersture of 30°C.

DO response st low temperature and low DO is typically 90% in 30 seconds.

If response time under any operating conditions exceeds two munutes. probe
service is indicated.

Toy G0

Instrument Ambient Range (
Satisfactory operstion from -§°C to +45°C.

Power Supply

YSt Mode! 518 is powered by four disposable “C" size carbon zinc batteries.
providing approximately 1000 hour operation. Replace with Eveready 935C or
equal.

1. Probe
Cathode: Gold
Anode: Silver
Membrane: 001" FEP Teflon
Electrolyte: Half satursted KCI
Temperature Compensation: (Ses SPECIFICATIONS, I Instrument)
Pressure Compensation: Effective 1/2% of reading of pressures of 100 psi (230
ft. water)
Polarizing Voltage: .75 volts nominasl
Probe Current Air at 30°C = 19 microamps nominal
Nitrogen at 30°C = .15 microamps or less

1Il. Accessories and Replacement Parts

YSi 6720A — Seif Stirring 8.0.0. Bottle Probe

YS! 5750 — Non Stirring B.O.D. Bottle Probe

Y$1 5739 — Oxygen Temperature Probe for field use Combine with one of the
following cables for desired lead length.

Detachable leads for use with YSI 6739:

YS! 6740- 10 10’ cable
YSi 6740- 25 25 cable
YSI 6740- 50 50 cable
YSI 6740-100 100’ cable
YSl 56740-150 160’ cable
YS| 6740-200 200’ cable

YSI 5492A — Battery Pack operstes YS|I 6791A Submersible Stirrer.

YSI 5791A — Submersible Stirrer for field use with YSI 5739 and 5740 probe
cable sssembly.

YSI 5795A — Submersible Stirrer for field use with YSI 5739 probe.
{Convenient single cable design does not require YS| 5740 piobe
cable.)

YS! 5075A — Calibration Chamber for use with field piobe.

YSi 5890 — Carrying Cease.

YSI 5775 — Membrane and KCI Kit Standard — includes 2 esch 16 mem-
branes peckets { 001" thick standsrd membranes) and a 30 ml
bottle KCI with Kodak Photo Flo.

YS1 65945 — “0" Ring Pack — includes (6) “O" rings for each YSI D.O. Probe

YS| 5486 — Beater Boot Kit — includes (1) A-05488 Boot — (1) A-06484 Tip,
(2) A-05485 Springs. Use only on YSI 5720A and discontinued
YSI 5420A and 5720

YS1 56986 — Diaphragm Kit for use only with YSI 5739 D.O. Probe.

YSI §735 — Adaptor makes it possible to use YSI 6739. YSI 6720A and YSI
5750 Probes with discontinued YSI Model 51A.

YSI 6680 — Probe Reconditioning Kit
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OXYGEN PROBES AND EQUIPMENT

There are three oxygen probaes for use with the YSI Model 518 Dissolved

Qxygon Moeter. Descriptions of where they are used are contained in the follow-
ing paragraphs.

1. ¥YS1 6739 D.O. Probe

The YSI 5739 Probe, with built-in lead weight and pressure compensation. is
an improved design that replaces the discontinued YSI 5101.5418. 5419, 5718
and 5719 Probes. (See Figure 1)

For user conveniance the probe is equipped with a disconnecting cable to
facilitate changing cable lengths and replacing damaged cables or probes. The
probe and cable assembly is held together with a threaded retaining nut. The
connection is not designed for casual disconnection and should only be dis-
connected when necessary.

To disconnect the cable unscrew the retaining nut and slide it down the cable
1o expose the connector. Pull gently on the cable and connector until the con-
nector comes away from the probe body.

To reassemble. inspect the connector and “O" ring for cleanliness. If the "0
ring is frayed or damaged remove it by squeezing it in the groove causing it to
bulge. then roll it out of the groove and off the connector. A replacement "0~
ning is supplied with the cable.

Push the connector into the probe body. rotating it until the two halves mate.
A light costing of vaseline or silicone grease on the “O” ring will make
reasssembly easier. Air trapped between the connector halves which may cause
them to spring apart slightly, is normal. Screw on the retaining nut, hand tight
only. NOTE: If erratic readings are experienced. disconnect the cable and inspec!
for water. f present, dry out and reconnect. replacing the "O" ring. if necessary.

/

G
FIGURE 1

Pressure Compensation

The vent on the side of the probe is part of 8 unique pressure compensating
system that helps assure accurate readings at great depths of water. Pressure
compensation is effective to 1/2% of reading with pressures to 100 psi (230 f1.
water)  The quantity of air bubbles trapped under the membrane determines how
sernous the pressure error will be. which is why proper prepaiation ol the probe is
essential (See OPERATING PROCEDURES ) The system is designed to accom-
modate a small amount of trapped air and still function properly. but the amount
should be kept to 8 minimum

The compensating system normally does not require servicing and should not
be 1aken apart However. if electrolyte is leaking through the diaphragm or f
there i1s an obvious puncture. the disphragm must be replaced A spare is
supplied with the probe. Using a coin unscrew the retaining plug and remove the
washer and the diaphragm. flush any salt crystals from the reservoir. instali the
new diaphragm (convolution side in). replace the washer, and screw in the
retaining plug

1. Y81 6720A B.O.D. Bottie Probe

The YS! 5§720A B.0.D. Bottle Probe replaces the discontinued YSI 5420A
8.0 D. Bottle Probe for measuring dissolved oxygen and tempaerature in stan-
dard B O D. bottles. It is provided with an agitator for surring the sample solu-
tion, available in models for 115VAC (95-135VAC. 50-60 Hz) or 230VAC (190-
250VAC. 50-60 Hz) operation. (See Figure 2)

When using the probe. plug the agitator power supply into line power and the
probe plug into the instrument. With the agitator turned off place the tapered
probe end into the B .0 D. bottle and switch agitator "ON"" with switch on top of
probe The probe should be operated with a minimum of trapped air in the
B.0.D. bottle. A slight amount of air in the unstirred region at the top of the bot-
tle may be neglected. but no bubbles should be around the thermistor or oxygen
sensor

FIGURE 2



Stirrer Boot (

The probe uses a flexible stirring boot to transmit motion from the sealed
motor housing to the sample If the boot shows signs of cracking or other
damage likely 10 allow leaking into the motor housing. the boot must be
replaced.

In fresh water applications boot life is normally several years. but this may be
shortened by exposure 10 hydrocarbons, moderate to strong acids or bases.
orone. or direct sunlight For maximum life rinse the boot after use in con-
taminated samples (See Figure 3)

Boot replacement is as follows:

1 Pull off old assembly and clean shaht.

2. Shde on new assembly making sure the back spring is on the grooved area of
the shaft A small amount of rubber cement may be used

3. Check that there is sufficient clearance between the tip and the end of the
shaft to permit turning without binding.

SPRING

SCALE 2/1 soov

FIGURE 3

HI. YSI 5750 B.O.D. Bottle Probe

The YSI 5750 B O.D. Bottle Probe replaces the discontinued YS! 5450
B8.0.D. Bottle Probe. It is similar to the YSI 5720A 8 O D Bottle Probe. except
that it does not have a stirrer. Agitation of the sample must be provided by other
means. such as a magnetic stirrer. (See Figure 4)

N

TOO SR FIGURE 4

IV. Cable Adaptors (

All YSI 5700 Series Probes sre designed for direct use with the Y351 Model
518 Dissolved Oxygen Meter. However, 10 use YSI 6700 probes with the dis-
continued YSI Model 51A, cable adaptor YSI 5735 is required.

FIGURE 6

FIGURE 6

V. Y81 6791A and 6796A Submersible Stirrers

The YSI submersible stirrers are accessories that perform the function of stir-
nng the sample being studied when making dissolved oxygen measurements in
the field. The YSI 5791A stirrer can be used with the following dissolved oxygen
probes: YSI 5101, 5418, 5419, 5718, 5719, and 5739. The YSI 5795A surrer
is only for use with the YSI 6739 Probe. {(See Figure 6)

When a stirrer and probe are assembled. the stirrer agitates the sample direct-
ty in front of the sensor by means of a rotating eccentric weight which causes
the spring - mounted hermetically sealed motor housing to vibrate. An impelier on
the end of the motor housing flushes the media across the oxygen sensor (See
sales Ierature and instruction sheets for further information)

VI. YSi 6492A Battery Pack

The YSI 5492A Battery Back is designed to attach to the case of the YS!
Model 518 Dissolved Oxygen Meter to provide power lor operating the submer-
sible stirrers {See sales literature and instruction sheats for further information)
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OPERATING PROCEDURES

I. Preparing the Probe

Al YSI 5700 Series Probes have similar sensors and should be cared for in
the same manner. They are precision devices relying on good treatment if high
accuracy measurements are 10 be made. Prepare the probes as foliows (See
Figure 7}

ALL PROBES ARE SHIPPED DRY — YOU MUST FOLLOW THESE
INSTRUCTIONS

1. Prepare the electrolyte by dissolving the KCl crystals in the dropper bottle
with distilled water Fill the bottle 10 the top

2 Unscrew the sensor guard from the probe {YS! 5739 only) and then remove
the "0’ ring and membrane. Thoroughly rinse the sensor with KCl solution

3. Fill the probe with slectiolyte as follows
A Grasp the probe in your left hand. When preparing the YSI 5739 probe

the pressure compensating vent should be to the nght Successively il
the sensor body with electrolyte while pumping the diaphragm with the
eraser end of a pencil or similar soft. blunt tool. Continue hiling and
pumping until no more air bubbles appear {With practice you can hold
the probe and pump with one hand while filing with the other ) When
preparing the YSI 5720A and 5750 probes. simply fiti the sensor body
until no more 8ir bubbles appear.

B Secure a membrane under your left thumb Add more electrolyte to the
probe until a large memiscus completely covers the gold cathode.
NOTE: Handle membrane material with care. keeping it clean and dust
free. touching it only at the ends.

C. With the thumb and forefinger of your other hand. grasp the free end of
the membrane.

D. Using 3 continuous motion stretch the membrane UP. OVER, and
DOWN the other side of the sensor. Stretching forms the membrane to
the contour of the probe

E. Secure the end of the membrane under the forefinger of the hand
holding the probe.

£ Roll the “O" ring over the end of the probe There should be no wrinkles
in the membrane or trapped air bubbles Some wninkles may be
removed by lightly tugging on the edges of the membrane beyond the
"0 ring.

G. Tnm off excess membrane with scissors or sharp knife Check that the

~ stainless steel temperature sensor 1s not covered by excess membrane

4. Shake off excess KCI and reinstall the sensor guard

§ A bottomiess plastic bottle is provided with the YSI 5739 probe for con-
verient storage Place a small piece of moist tlowel or sponge in the bottle
and insert the probe into the open end This keeps the electrolyte from dry-
ing out. The YSI 5720A and 5750 probes can be stored in a 8 O D bottle
containing about 1" of water.

6. Membranes will last indefinitely. depending on usage Average replacement
is 2-4 weeks However, should the electrolyte be allowed to evaporate and
an excessive amount of bubbles form undesr the membrane. or the mem-
brane become damaged. thoroughly flush the reservoir with KCI and install
8 new membrane.

7. Also replace the membrane if erratic readings are observed or cahbration s
not stable '

ST

10.

11

“Home brew’ electrolyte can be prepared by making a satursted solution of
reagent grade KCI and distilled water. and then diluting the solution to half

strength with distilied water. Adding two drups of Kodak Photo Flo per 100

mi of solution assures good wetting of the sensor, but is not absolutely es-
sentisl.

. The gold cathode should siways be bright and untarnished. If it ls tarnished

{which can result from contact with certsin gases) or plsted with silver {which

can result from extended use with a loose or wrinkled membrane), return

it to the factory for service or eise clean it with the YS! 6680 Probe Recondi-

tioning Kit. Never use chemicals or sny abrasive other than that supplied

with this kit.

1t is also possible thet the silver anode mey become contaminated, which

will prevent successful calibration. Try soaking the probe overnight in a 3%

smmonla solution; rinse with delonized water, recharge with slectrolyts,

and Install 8 new membrane. If stif! unable to calibrate, return the probe for

service.

Hydrogen sullide, sulphur dioxide, halogens. neon, and nitrous and nitric ox-
ide are interfering gases. If yoy suspect erronsous resdings. it may be
necessary to determine if these are the cause. These gases have been tested
for response:

100% Helium None 100% Carbon Dioxide About 1%

100% Ethylene None 100% Nitrous Oxide  1/3 O: response
100% Carbon Monoxide Less than 1% 100% Nitric Oxide 1/3 01 response
100% Hydrogen Less than 1% 100% Chiorine 2/3 O1 response

FIGURE 7



FIGURE 8

Il. Preparing the Instrument

It i1s important that the instrument be placed in the intended operating posi-
tion vertical. tilted. or on its back — before it is prepared for use and cahbrated
(See Figure 8) Readjustment may be necessary when the instrument operating
position is changed. After preparing the probe proceed as follows
1. With switch in the OFF position, adjust the meter pointer 1o Zero with the
screw in the center of the meter panel Readjustment may be necessary if the
instrument position 1s changed
Switch to ZERO and adjust to zero with zero control knob
Switch to FULL SCALE and adjust the FULL SCALE knob unuil the meter
needie aligns with the 15" mark on the mg/1 scale :
4  Attach the prepared probe to the PROBE connector of the instrument and

adjust the retaining ning finger ught
5 Before calibrating allow 15 minutes for optimum probe stabilization

Repolarize whenever the instrument has been OFF or the probe has been dis-
connected.

_(.)N

IIl. Calibration

The operator has a choice of three calibration methods — Winkler Titration,
Satwurated Water, and Air. Experience has shown that awr calibration 1s quite
reliable. yet far simpler than the other two methods The thiee methods are
described in the following paragraphs

Winkler Titration

1. Draw a volume of water from a common source and carefully divide nto four
samples Determine the oxygen in three samples using the Winkler Titration
technique and average the three values. If one of the values differs from the
other 2 by more than 05 mg/I. discard that value and average the remain-
ng two

2 Place the probe in the fourth sample and st

3 Read temperature of calibration sample and set solubihity dial to sample
temperatuie Observe correct salinity Allow the probe to remain in the sam-
ple at least two munutes before setting temperature

4 With switch in READ 0. position. set CALIB O: Knob 10 the average value
determined in Step 1 Leave in the sample for an additional two minutes to
verify stability
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Saturated Water (

1 A satuiate a volume of water (300-500cc) by serating or stirring for at least
15 minutes at a relatively constant temperature

2. Place the probe in the sample and stir.

3 With the switch in the CALIB O3 position, adjust the CALIB Knob to the mark
for the local altitude Leave probe in sample for 2 minutes to verify statubty.

Air Calibration

1. Switch to CALIB O position

2 Place the probe in moist air. 8 0.D. probes can be placed in partially filled
B O D. botles Other probes can be placed in YSI 5075A Calibration
Chamber (Refer to the following section describing CALIBRATION
CHAMBER) or the small cahbration bottle (the one with the hole in the bot-
tom along with a few drops of water. The probe can also be wrapped loosely
in a damp cloth taking care the cloth does not touch the membrane. Wait ap-
proximately 10 minutes for temperature stabilization. This may be done
s.mu\laneously while the probe 1s stabilizing

3 With the CALIB Knob set the meter pointer to the mark for the local altitude.
Be sure reading is steady. For calibration at altitudes higher than 7000 feet
above sea level, see Table ii. Recalibration 1s recommended when altitude 1s
changed A 1000 ft. altitude change can result in a8 3% reading error — 03
mg/1 a1 10.0 mg/1.

The probe 1s now calibrated and should hold this calibration value for many
measurements Cahbration can be disturtbed by physical shock. touching the
membrane. or drying out of the electrolyte Check calibration after each senes of
measurements and in time you will develop a reahistic schedule for recahbration
For best results when not in use. follow the storage procedures recommended
for the varnous probes descnibed under OXYGEN PROBES AND EQUIPMENT
This will 1educe diying out and the need to change membsanes

Cahbration Chamber

The YSI 5076A Cahbration Chamber 1s an accessory that helps obtamn
cahtwating conditions when air calibrating in the field and 1s also a useful tool
when measunng in shallow water {less than 4 11} As shown in Figure 9 1t con
sists of a 4 1/2 i stamless steel tube (1) attached to the cahibration chambe {5)
and the measunng nng (7) For calibration insert the sohd rubber stopper (6) into
the bottom of the calibration chamber {5} Push the probe (4) through the hollow
rubber stopper (3) as shown n Detad A For maximum accuracy wet the inside
of the calibration chamber (5) with fresh water This creates a3 100% relative
humutity environment for calibration Insert the probe stopper assembly in the
top ol the calibration chambes

Duning cahbration hold the cahbration chamber under water and calibrate as
descnibed in the An Cahbration procedure Keep the handle above the waler at
all tmes Alier calibration the chamber can be used as a measunng ad by
removing the probe stopper assembly from the cahibration chamber (5) and plac
ng 11n measuning nng (7) (See Detail C} Slowly st the water with the wand
when measunng

IV Dissolved Oxygen Measurement
With the instrument prepared lor use and the probe cabbrated place the

probe in the sample 10 be measured and provide shirnng 11
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‘1. Stirring for the 5739 Probe can best be accomplished with a YSI Submersi-
ble Sturer. If the Submersible Stirrer is not used. provide manual stirnng by
raising and lowering the probe about 1 fi. per second. if the 5075A Calibra-
tion Chamber is used. the entire chamber may be moved up and down in the
water at sbout 1 f1. per second.

2. The YSI 5720A has a built-in power driven stirrer.

3. With the YSI §750 sample stirring must be accomplished by other means
such as with the use of 8 magnetic stirring bar.

4 Allow sufficient time for probe to stabilize to sample temperature and dis-
solved onygen.

S  Turn the switch 10 TEMP and resd temperature from the lower meter scale
Set the O» SOLUBILITY FACTOR dial to the observed temperature. taking
care 1o use the appropriate salinity index (See SALINITY CORRECTION)

8. Turn the switch to READ O: and read the dissolved oxygen value in mg/|
directly from the meter.

Salinity Correction

Less oxygen can be dissolved in salt water than in fresh water. The amount
varies directly with the degree of salinity and. at constant temperature. the
relationship can be considered linear for the range of fresh water 10 sea water,
which corresponds to the instrument range of 0 10 20.000 mg/| Chioride.

It 18 necessary for the operator 10 determine sahinity by suitable means (such
as with the YS! Model 33 S-C-T Meter) and then to choose the correct position
along the index scale when dialing 1n the temperature (See Figure 10)

12

FIGURE 10

Each section of the bar on the 02 SOLUBILITY FACTOR dial represents 5.000
mg/1 Chloride concentration over a tange from O 10 20.000 mg/l The hne
leading to the correct temperature should intersect the left edge of the bar at the
proper salmity concentration. The drawing shows the dial set for O mg/}
Chloride at 20°C, or 10.000 mg/| Chlonde at 15°C. or about 18.000 mg/l
Chilonde at 10°C, etc

Multiple Meassurements
it a series of measurements are made in a8 short time at about the same

temperature (within 5°C of calibration temperature) performance will not be

degraded and recalibration is not required. simply:

1 Read temperature of new sample

2 Reset O; SOLUBILITY FACTOR DIAL.

3 Read oxygen concentration. Experience is the best guide for deciding how
often recahbration 1s required. Careful probe maintenance and storage ad
stability of calibration.

V. % Oxygen & % Air Saturation Measurements

Occasionally it is desitable to measure the % oxygen in a sample or the % aw
saturation of a sample. The YSI Model 518 can be used for these measurements
with any of the YSI 5700 Series Probes with an sitered calibration technique as
follows
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% Oxygen Readings Calibration Procedure (0-45%)
V' Prepare the probe for operation as previously discussed
2 Connect the probe to the instrument
3 With the instrument OFF adjust the meter 10 rer0 on upper scale using the
adjustment screw
4 Switch 1o FULL SCALE and adjust the meter 10 the {ull scele position
5 Switch 10 READ 02 position and leave the instrument on up to 20 minutes
to stabihize the probe
6 Set 02 SOLUBILITY FACTOR diat 10 25°C posiion
7. Switch to ZERO position and adjust meter 1o zero on the lewer scale with
" the ZERO knob.
8. Switch to READ O: and with the probe in air adjust the meter 1o 21 on the
lower scale using the CALIB knob. :
9. Repeat Steps 7 and 8 until no further adjusiment 1s required
10 Transfer the probe to the measurement sample and read on the lower scale
with the instrument still in the READ 02 position Al readings will be in
%02 Accuracy will be % 1% Oz worst case
NOTE. Temperature readings may be made with the switch in TEMP pos:-
tion. The SOLUBILITY FACTOR dial must be left in the 25°C posi®
tion.

% Air Saturation Resdings (0-100%)

1 thru 4 Same as in % Oxygen Readings.

5. Turn the selector switch to ZERO and adjust the meter 10 zero on the upper
scale using the ZERO adjustment knob.

6 Switch to CALIB 02 and with the probe in sir adjust the meter to 10 on the
upper scale using the CALIB knob.

7. Teansfer the probe to the messurement sample and read on the upper scale
with the instrument still in the CALIB 02 position. Multiply by 10 to obtain

% air saturation. For exsmple. if the meter reads 8 5. multiply by 10 for an

snswer of 85% sir saturation.

NOTE: Temperature readings may be made with the switch in the TEMP
position The O2 SOLUBILITY FACTOR dial 1s inoperative and un-
necessary when making % air saturation readings

NOTE: When %02 or % sir saturation measurements are to be made in
water, grestest accuracy will be achieved if the probe is calibrated
in moist air by suspending it in 2 bottle containing a small amount
of water. or by wrapping it in 8 damp cloth during calibration steps.

Vi. Recording Data

Although the YSI Model 518 1s not designed with recorder outpul. 1l 1s possible
for the user to modify the instrument slightly »n order to record % O; and % aw
saturation Connect a 100 mV recorder with minimum 50K ohm input inpedance
across the meter terminals Set up the recorder according to the manufacturer’s
instructions and operate the YSI Model 518 as descnibed

Dissolved oxygen messurements in mg/|l cannot be recorded accurately ex-
cept under constant temperature conditions This i1s because the solubility of ox-
ygen in water is temperature dependent and instrument correction is manual ]
recording of dissolved oxygen 1s required 1n your apphcation. we recommend
either the YSI Model 54 A or Model 57 Dissolved Oxygen Meter. which have

(

automatic temperature compensation and are designed with recorder output tes-
minals

Vil. Calibration Tables

The mg/1 tables n accordance with standard practice include the vapor
pressure of water in the indicated pressure The sample of air used for calibration
should be saturated with water vapor for greatest calibration accuracy

The error which may result from use of cormipletely dry au (extreme condition)

* 15 small and 1s maximum at higher temperatures and alttudes. At 25°C and 760

mm pressure the extreme error would be 0 3 mg/1; for 50% RH. 0.15 mg/} It
the error 15 of concern. wet the inside of the sampler cup before use 10 provide
100% RH Then no error will occur using the tables provided

Table |
SOLUBILITY OF OXYGEN IN WATER (Saturated with Air) IN mg/|
AT VARIOUS TEMPERATURES AND PRESSURES

P mm 178 760 780 728 700 09 480 28
Pinches 308) 2002 29083 20684 2788 2067 2569 2409

[ 1489 1460 1441 1392 1344 1296 1247 U9
] 1447 1419 1400 1353 1306 12859 1212 168
2 1408 1381 1363 1317 1277 1226 1180 1134
E] 1371 1344 1326 1282 1237 1193 1140 1103
4 1335 1309 1292 1248 1205 1161 1118 1075
5 1300 1276 1258 1218 1173 1131 1089 1047
[} 1268 1243 1226 1165 1144 1103 1061 1020
? 1238 1212 1196 1188 1115 1078 1038 995
[ 1207 1183 1187 1128 1089 1049 1010 97
9 1178 1155 1140 1101 1063 1024 986 947
0 1180 1127 11912 1074 10 299 902 9124
" 1122 1100 1085 1049 1012 975 919 902
[} 1098 1076 1082 10126 990 954 918 s 82
12 073 1052 1038 1003 9068 933 097 (1}
14 1080 1029 1018 0t 948 912 27e 84)
g 15 1027 1007 994 960 9208 892 859 825
« 18 1005 985 972 939 906 [ Rk} 840 807
€ 904 [T 952 920 8®? (11 [ X 790
b 1] 964 948 [ ] 201 869 (k)] 805 7714
z 19 9245 9126 914 882 851 020 789 758
e 20 925 807 895 804 834 [ X% ] k) 742
w 2t 908 090 are 840 818 768 750 728
g 890 872 080 [ X 801 172 742 713
o 813 sse 844 018 786 788 729 700
a8 2 (X1 840 829 800 112 743 718 608
z 25 (X3 824 813 785 157 729 701 673
o 28 826 809 798 710 143 118 (Y1) 660
c 27 s 795 784 157 130 703 676 649
2 2 197 701 170 744 i Y] 690 664 8137
* 783 167 758 730 704 3] 851 625
I ) 770 754 744 118 692 660 640 614
s 756 T4 N 709 880 654 629 803
2 »n 743 120 710 693 668 643 617 592
- 73 710 708 68 657 632 807 582
e 720 708 695 67 640 022 597 517)
35 107 693 68) 659 61% 811 587 563
36 696 682 o2 649 82% 60} 5717 563
37 685 671 662 628 815 591 567 544
38 87 (X1 652 6128 805 582 5859 53%
39 665 () 642 619 596 573 550 527
40 (X1} 841 632 609 586 564 540 (X1
4 644 (%] 622 600 577 585 632 510
a2 6135 622 61) 591 $ 69 546 524 502
43 626 613 604 582 560 518 516 494
[T 617 604 $9% 511 582 $130 508 a6
45 so8 595 586 565 543 522 500 48
48 599 586 1 556 539 $1) 492 470
47 89 578 $10 548 5§27 506 8 563
40 503 570 562 541 519 a9 an 456
49 578 562 554 £33 $12 491 470 449
50 LY 1] 554 546 525 504 483 463 442

Source Denved lrom 15 Edition “Standard Matenals for the Examination of
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it should be noted that the barometric pressure as quoted by the Weather
Bureau is not the true atmospheric pressure of the local. but it is corrected to an
equivalent sea level reading.

For a reported pressure of 760 mm the true atmospheric pressure at a given
altitude is shown in Table II.

Table 1)
RELATION OF ATMOSPHERIC PRESSURE TO ALTITUDE

True Atmospheric

Altitude
Pressure
Sea Level 760
1000 Feet 733
2000 Feet 707
3000 Feet a81
4000 Feet 656 CALIB Setting for
5000 Feet 632 Altitudes Above 7000 Feet
6000 Feet 609 Set Meter to Read mg/|
7000 Feet 586 .
8000 Feet 564 1002
9000 Feet 543 9.64
10.000 Feet 523 : 929
11.000 Feet 503 893

The temperature-solubility relationship of oxygen in sea water is not the same
as that in fresh water.
The solubility of oxygen in sea water is given in Table fil.

Table M1
SOLUBILITY OF OXYGEN IN SEA WATER

{Chioride concentration 20.000 mg/1)

Temp. Solubility Temp. Solubility
°C mg/i °C mg/i
0 11.41 16 7.91
1 1n 17 778
2 1083 18 7.61
3 1056 19 7.47
4 10.30 20 7.33
5 10.05 21 71.20
) 982 22 707
7 959 23 695
8 937 24 683
9 916 25 671
10 8 96 26 6 60
1 877 27 649
12 858 28 6 38
1} 841 29 628
14 824 30 618
15 8 07

Source Ocnved from |5th Edmon ‘Standard Materals tor the Examination of

.-~ . tra

DISCUSSION OF MEASUREMENT ERRORS (

When comparative measures are made on the same sample. under the
same conditions, and with the same instrument, the reading should reproduce to
+0 1 mg/1 or better. Many factors can contribute to measurement errors. The
error figures given below are “worst case absolute érror accumutation” where
each contributing factor is at its extreme tolerance value and the sum of con-
tnbuting factors 1s taken as the worst possible combination. There are three
main types of erfors

TYPE 1 Errors due to instrument design. quality control and component
hmstations. They cannot be reduced without elabonlo inanidual in-
strument calibration procedures
1% meter tolerance 0 15 mg/I max
Amp and circuit 0 05 mg/l max

{Worst case Type 1 error. £0.20 mg/! max)

TYPE 2. Ernrors arising from tempersture and oxygen sensor limitations. non-
linear response, and membrane-to-membrane difference. The max-
imum permissible error is specified, and good maintenance will limit
this type of error to those value.

Automastic temperature compensation for membrane tenperature
coetficient 0.03 mg/1 max.
Diat Solubility control error
{1% component 0.10 mg/t max)
Tracking of panel disil and printing error
-6 10 +30°C — 0.05 mg/1-mex.
(30 10 45°C — 0.10 mg/1 max.)

+0.2°C probe error — 0.14 mg/| max.
{Worst case Type 2 error: £0.32 mg/l mex.)

TYPE 3. Errors arising from assumptions made about the environment in which

the measurements are made and as such are subject 1o control by the
operatos.

Altitude Etfect —

1000 fi. change gives about a 3% error or 03 mg/i st 10 mg/i
level.

Barametric Pressure —

Normal locs! veristion is less then £0.6" Hg.. or 0.15 mg/t max.
Humidity —

H less than 100% RH in calibration chamber. Assume only 50% RH
The error varies with temperature.

TEMPERATURE ERROR/mg/I
o°C 002
10°C 0.05
20°C 012
30°C 027
40°C 0.68

Neglecting the altitude error —
{Worst case Type 3 errors at 20°C. $£0.27 mg/l max )

17
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Under the worst conditions with all errors addmvo — The error at 20°C could
smount 10: £0.79 mg/! (mex.)

‘ ] T’m 3 errors are omitted — the worst case e1or would be: £0.52 mg/!
max

i1 calibration is achieved st or within 1°C of the sample temperature — the
e1ror can be further reduced to: +0.38 mg/i imax.)

Besring in mind thet these asccumulsted errors represent manufscturing
acceptability limits and that probability of all ercors adding in the same direction
is low, the probabls error accumulation is about 1/2 the maximum: 0.26 mg/)
if Typa 3 envors are efiminated, and 0.19 mg/) if careful temperature matching
technique is ampioyed.

CIRCUIT DESCRIPTION, MAINTENANCE & CALiBRATION

Tha Model 518 contains two separste circuits:

1. A tampersturg bridge circuit.

2. An amplifier for oxygen maessurement,

The amplifier festures integrated circuitsy for good temparsture stebility, low
voltage powsr requirements and long battery life. Current from tha oxygen prole
develops s voltage across a resistor network which inciudes a thermistor (kept
#t Oz probe tempersture). This voitage is applisd to the input of the circuit. A
portion of the amplifier output is spplied to the amplifier input in 8 standard
negative fesdback configuration.

The amplifier output circuitry is designad to perform specific manipulations on
the input signal to achisve disl-in O, solubility fsctor snd t0 provide calibration
adjustment means.

The only normatl maintensnce is battery replscement. Four “C size flashlight
batteries sre requited. Battery life is »t least 1000 hours of operation or 6
months sheif lils.

Battery replacement is indicated if the “full scale” adjustment cannot be
made or Oz calibration cennot be achieved. (Watning: & fauity probe will siso
not permit D1 calibration.}

Replace batteries every six months to reduce danger of corrosion due to leaky
batteries. To replace batterigs — remove six screws from bottom plate —
battery holders are color coded. Positive (+ button} end of battery must go to
red.

11 is possible that the O SOLUBILITY FACTOR dial can become loose and ship
from its normal position. In an emergency the dial can be repositioned with the
following procedure. It must be smphasized that this is an smergency procedure
only. and that the instrument should be returned to the factory lor propov
recalibration st the earfiest opportunity.

1. Calibeate in air 10 the loca! sltitude in the normal fashion

2 Switch to TEMP and read temperature of ths probs.

3. Refer to Table t and determine solubility of oxygen in water at the observed
temparature and curient bsromatric pressure. Consult Table 1t or call the
local Weather Bureau for sn exact reading The more accurate the reading
the more accurate will ba the calibration

4 Switch to 01 and set the O; SOLUBILITY FACTOR dial 10 the obsesved

" temperature with salinity of fresh water. The mg/1 indication should agres
with Table 1. If it daes not, rotate ths SOLUBILITY FACTOR dial uniil the
mg/| indication does agres with Table |. Loosen the dial reposition to the
pointer indicates the observed temperature. This is a temporary calibration

18

anly As soon 8s possible the instrument should be returned fv. .actory
recabbranhon YS! maintains complete facilities for ropan and recalibration of
alt YSI products

INSTRUMENT BATTERIES

Battery replacement 1s indicated of full scale adjusiment cannot be achieved or
0: calibration cannot be achieved (Warning A faully probe will also not permit
02 caWbration)

To replace batteries ramove the four sciews holding the rear caver of the in-
strtument. The four batteries will be found on tha battery terminal bosrd inside.
See Figure 11

Battery holders are color coded POSITIVE (+ button) end of battery must go
10 red

Replace with Eveready No 935 “C’ size or equal.

FIGURE 11

WARRANTY AND REPAIR

All YS) products catry a one-year warranty on workmanship and parts, exclusive
of battenes. Damage thiough accident, misuse. or tampering will be repared
at 2 nominal charge. if possible. when the item is returned {6 the factory or to an
authotized YS! desler

If you are experiancing difficulty with any YSI product. it may be retuimed fos
repair, even if the warcanty has expired YSI maintains complete facilities or
prompt servicing of sll YSI products.

Service Department

Yaliow Springs instrument Co . inc
PO Box 279

Yellow Springs. Ohio 45387, USA.
Phone: (613) 767-7241

Telox: 20-5437

19
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1.0 DESCRIPTION
1.1 Sensing Method

The MINIRAM (for Miniature Real-time Aerosol Monitor) Model PDM-3 is an
ultra-compact personal-size airborne particulate monitor whose operating
principle is based on the detection of scattered electromagnetic radiation in
the near infrared. The MINIRAM uses a pulsed GaAlAs light emitting source, s
which generates a narrow-band emission (half-power width of 80 nm) centered at
880 nm. This source is operated at an average output power of about 2 mW.

The radiation scattered by airborne particles is sensed over an angular range
of approximately 45° to 95° from the forward direction by means of a
silicon-photovoltaic hydrid detector with internal low-noise preamplifier. An
optical interference-type filter is incorporated to screen out any light whose
wavelength differs from that of the pulsed source.

The MINIRAM is a light scattering aerosol monitor of the nephelometric
type, i.e., the instruwment continuously senses the combined scattering from
the population of particles present within its sensing volume (approximately

1 cm3) whose dimensions are large compared with the average separation

between the individual airborne particles.
1.2 Open Sensing Chamber Sampling Method

Air surrounding the MINIRAM passes freely through the open aerosol
sensing chamber as a result of air transport caused by convection,
circulation, ventilation, and personnel motion. The MINIRAM requires no pump
for its operation, and the scattering sensing parameters have been designed
for preferential response to the particle size range of 0.1 to 10 micrometers,
ensuring high correlation with standard gravimetric measurements of both the
respirable and thoracic deposition fractions. Optional flow accessories are
available for applications requiring specific inertial particle precollection,
extractive sampling, concurrenc filter collection, etc.

It should be noted that one of the advantages of direct light scattering
aerosol sensing is that the race at which air passes through the sensor does
not irn‘luence the incdicated concentration because the cetection is performed
directly on every parcel of air traversing the fixed sensing volume.

1
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Therefore, flow velocity through a real-time sensor such as the MINIRAM
influences only the response time. So, it should not surprise the first-time
user when, upon pressing the MEAS key of the MINIRAM, no pump noise is heard,

and this silence will be accompanied by a readout message of "GO" on the

liquid-crystal display indicating that the MINIRAM has, indeed, been activated.

1.3 MINIRAM Electronics

The MIE MINIRAM is a very advanced aerosol monitor which incorporates a
custom-designed single-chip CMOS microprocessor whose functions are to:
process the signal from the light scattering detection circuit, control the
measurement sequence program, compute concentration averages, keep record of
elapsed time, perform automatic zero correction, control auto-ranging, drive
the liquid-crystal-display, store average concentration values as well as
timing and identification information, sense battery and overload conditions,
sequence playback of stored information, and provide alarm signals.

The MINIRAM derives its power from a set of internal rechargeable Ni-Cd
batteries which can §rovide continuous monitoring operation for over 8 1/2
hours, or retain stored information for up to approximately 6 months. The
battery set is packaged as a separable module which allows easy field
replacement when recharging is not feasible. The MINIRAM can be run without
time limit from an A.C. line using the charger provided with the instrument.

The MINIRAM has two output connectors. One provides a continuous,
real-time analog signal output proportional to the aerosol concentration.
This signal can be used for continuous recording (e.g., on a strip chart
recorder), telemetry, or control purposes, etc. The other connector provides,
during the measurement mode, either an ASCII digital output which is updated
every 10 seconds, or a switched output for alarm purposes (depending on the
user-selected function). Stored information playback can be accomplished
either by means of the MINIRAM’s own display or through the digital output
jack. During the normal monitoring operation, the liquid-crystal-display
indicates the aerosol concentration in the units of milligrams per cubic
meter, and the displayed reading is updated every 10 seconds. When operating

in the measurement or monitoring mode, other functions can be displayed
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momentarily, i.e.. as long as a corresponding touch switch is pressed. All
external controls are performed by pressing one or more of 8 sealed touch

switches on the MINIRAM panel.
l.4 Modes of Use and Application

The MINIRAM measures the concentration of any airborne particles, both
solid and liquid, and the display indicates this level in the units of
milligrams per cubic mecer, based on its factory calibration, against a
filtengravime:ric reference, using a standard test dust (Arizona road dust).
Th MINIRAM can be used to measure the concentration of all forms of aerosol:
dusts, fumes, smokes, fogs, etc.

Its small size and weight, and concentration averaging features permic
its use as a personal exposure monitor, attached to a belc, shoulder strap,
hard hat, etc. Alternatively, it can be used as an area monitor for both
indoor and ambient air situations. Test chamber monitoring, visibilicy
measurements, cloud detection (e.g., radio/drop sonde), aerosol dispersion

studies, etc. are addiriornal applications of the MINIRAM.
2.0 WHEN YOUR RECEIVE THE MINIRAM ...
Follow these steps when first receiving your MINIRAM:

2.1 Remove the instrument from shipping case.

2.2 Observe display. It should be blank indicating that the MINIRAM is

in the minimum power mode.

2.3 Plug charger into A.C. line (standard charger is for 120V, 60 Hz;

optional version available for 220V, 50 Hz).
2.4 Connect charger plug into corresponding MINIRAM receptacle.

2.5 Lleave charger connected to MINIRAM for a minimum of & hours before

using instrument without the charger.
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2.6 You can operate the MINIRAM immediately after che charger has been
connected. Follow operating instrucctions described in the next

section of this manual.
3.0 OPERATING INSTRUCTIONS

Refer to Figure 1 for the location of control switches, display, and

connector jacks. Refer to Figure 2 for the display timing sequences.
3.1 1Imnitial Condition

Assuming that che b#tteries of the MINIRAM have been recharged (see

section 2.0), the display may indicate one of the following conditions:

| . Blank display: Means the MINIRAM had not been in the
measurement mode for 48 hours or more, and is in the minimum

| " power off mode.

s "OFF" display: MINIRAM has been in the off mode for less than
48 hours.
’
) Concentration display that changes or "blinks" once every

10 seconds: the MINIRAM is in the measurement mode.

3.2 To start Measurement Cycle

¢

» 1f the MINIRAM shows a blanked display (see above), press OfF
] and wait until the display reads "OFF" (approximately 5 seconds
after pressing OFF), before pressing MEAS to iniciate

measurement cycle,
«  If the MINIRAM shows "OFF" (see above), press MEAS directly to
initiate measurement cycle (there i{s no need to press OFF

firsc, in this case).

The func:ions performed b pressing each MINIRAM touch switch are as follows:

SU
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3.3 MEAS

To start the monitoring operation of the MINIRAM, Press MEAS (see
automatic timing sequence of Figure 2). The first readout displayed is either
"GO" (or "CGO" if TIME is also pressed, section 3.4), followed by the last
concentration reading or ".00". Approximately 36 seconds after pressing MEAS
the first new 10-second-averaged concentration reading is displayed. All
subsequent readings are concentration values in milligrams per cubic meter,
updated every 10 seconds. Figure 3 shows a typical digital printout of a
sequence of 10-second measurements (second data block).

The MINIRAM will now run in the measurement mode for 500 minutes (8 hours
and 20 minutes), after which it will stop, displaying cthe OFF reading,
retaining in storage the concentration average and elapsed time information.
Once the MEAS mode has been entered this sequence can only be interrupted by
pressing OFF; pressing ZERO, TWA, SA, TIME or ID# only affects the display
during the time these keys are pressed, without affecting the measurement
cycle. Pressing PBK during this cycle has no effect.

The instrument normally operates in the .00 to 9.99 mg/m® range.

Whenever a 10-second concentration exceeds 9.99 mg/m’ the MINIRAM display
automatically switches to the .0 to 99.9 mg/m® range and remains in that
range as long a the measured 10-second concentration exceeds 9.99 mg,/m3

otherwise the MINIRAM reverts to its lower range display.
3.4 MEAS and TIME

If both MEAS and TIME are pressed at the same time (press TIME first and
while depressing it actuate MEAS) the MINIRAM will display "CGO" (for
Continuous "GO"), and will then operate as above (i.e., pressing MEAS only),
except that after the first 8.3 hour run it will restart automatically and
continue to measure for an indefinite number of 8.3 hour runs, (with the
battery charger) until the OFF key is pressed, or until the batteries are
exhausted. Concentration averages and timing informacion for the last seven

8.3 hour runs will remain in storage at any given time.

b
e
o

Totr O

- v o ———



- - -y

I
I
I
I
I
I
l
l
I~
I
|
I
l
I
|
|
-
l

3.5 OFF

When this key is pressed the MINIRAM will discontinue whatever mode is
underway displaying "GCA"* followed by the display segments check ("8.8.8=")
and finally "OFF" (see timing diagram of Figure 2). The MINIRAM will then
remain in this reduced power condition (displaying "OFF") for a minimum of
10 minutes or a maximum of 48 hours or until the MEAS key is pressed to resume
the measurement cycle.

If OFF is pressed during a measurement run the display will read "OFF"
for 48 hours (unless another key is pressed during that period), after which
the display will be blanked. Thereafter, if OFF is pressed the MINIRAM will
display the "OFF" reading for only 10 minutes, after which the display will be
blanked again unless another key is pressed during that period.

Every time the OFF key is pressed, during a measurement cycle, the
MINIRAM will store the concentration average and elapsed monitoring time up to
the time of that OFF command. The duration of the off period (up to
48 hours), {.e., between two consecutive measurement cycles, is also stored
for each of up to 7 cycles.

If the MINIRAM is not reactivated (i.e., pressing MEAS) within 48 hours
of the OFF Command, it automatically switches to a minimum power level, with

blanked display; however, all data remains stored in memory for up to

approximately 6 months without battery recharging (indefinitely, with charger).

OFF must be keved before any other operating mode can be entered:

setting ID=, zero referencing, playing back stored data, or changing the
program code. Display functions, however, can be activated during the

measurement mode.

*"GC:" is displayed and printad out by the PDM-3 alcthough the instrument is

mar-factured by MIE, Inc.

TOO SR

SOt O



3.6 TIME

During the measurement mode, if TIME is pressed the display will show the
elapsed time, in minutes, to three significant figures, from the start of the
last measurement run. The MINIRAM will automatically return to concentration

display after the TIME key is released.

3.7 TwA

This key stands for Time-Weighted-Average. During the measurement mode,
if TWA is pressed the display will indicate the average concentration in
milligrams/m®> up to that instant, from the start of the last run. This

average is computed by the MINIRAM applying the equacion:

S -
TUA = l / Cdt
o
o]

where t is cthe elapsed run time and C is the instantanecus concentration at

J .
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time t. The value of TWA is updated every 10 seconds. After releasing the

TWA key the MINIRAM display returns to the 10-second concentration display.

3.8 sa

This key stands for Shift-Average. During the measurement mode, pressing
SA will provide a display of the aerosel concentration, up to that moment,

averaged over an 8-hour shife period. This average is computed by the MINIRAM

applying the equation:

- ] ® cdc
A = 480 Min. .

The shift-average value corresponds to the exposure from the start of the

Y G MM Suar WY ey e

measurement cycle.
: ~3
3 hours, and the time-weighted average over that period has been 6§ mg/o

Thus, for example, if the MINIRAM has been measuring for
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(TWA reading), the shift average value at that time, (SA reading) would be
2 mg/m3, which is equivalent to an 8-hour exposure at an average
concentration of 2 mg/m3,

The value of SA is updated every 10 seconds. When releasing the SA key

the MINIRAM display returns to the 1(0-second concentration display.

3.9 PBK

Wich the MINIRAM in the off mode ({.e., not in the measurement mode), the
stored information can be played back by pressing PBK. 1If the PBK key is
initially pressed the display will indicate "P" for one second. If PBK
continues to be pressed for more than 1 second, then the stored data is
automatically played back through the MINIRAM display: First, the
identification number is displayed wich the ID indicator bar on; next the
shifr or run number (7 through 1, i.e., starting with the last run) is shown
(with the OVR indicator bar on as identification); followed by the sampling
(i.e., measurement) time in minutes, for that run; followed by the off-time
between the last and next run (in tens of minutes); finally, the average in
mg/m’ ,* This sequence is repeated seven times. An average reading of 9.99
indicates that a significant overload condition occurred during that run. The
tocal time required for the complete automatic playback on the MINIRAM display
is approximacely 70 seconds.

If PBX is pressed for less than one second "PA" will be displayed, and

the stored data will be fed out through the digital output jack of the MINIRAM

for princtout, magnetic storage, telemetry, etc. A printout consists of 8

Figure 3 shows a typical stored data printout (see data block
The first 7 lines show the data for the

lines of data.

labeled "Playback of Stored Data").
last 7 measurement periods, and the last line shows the identification number

(1), the programmable selection code (F), and the zero value for that data

block (Z). In addition a check sum is printed out on a 9th line for

1)

e}

o

*Either the TWA or the SA values, depending on select:sd user-prograrzable code

T

(see Section 4.2).
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modem/computer data transfer purposes. The first 7 data lines are subdivided
into 4 columns. The first column identifies the measurement period (starting
with the last or 7th); the next column lists the corresponding duration of
each measurement period, in minutes; the third column lists the off time
between consecutive measurement periods, in minutes divided by 10; and the
last column lists the average concentration values for each period in mg/m3.*

Either time-weighted, or shift average values can be printed, depending
on the selected programmable code (see section 4.2). The example shown on
Figure 3 (F=0012) indicates that the TWA values are listed. Alchough the
printout heading will indicate "PDM-2 LISTING" (as shown in Figure 3), this
format applies equally to the MINIRAM model PDM-3.

The speed of the digital transfer to a printer or other digital device
can be user selected through the programmable selection code (see section
4.2). For a 300 baud rate the transfer time for the stored data block is
approximately 45 seconds. See sections 10.0 and 11.0 for instructions on how
to connect the MINIRAM to a printer or other digital recording/processing

device.
3.10 ZERO

The interior walls of the MINIRAM sampling chamber reflect a small amount
of the light from the infrared source into the detector. This background
level is referred to as the "zero value", and is automatically subtracted from
all aerosol concentration readings during the measurement mode. The resulc is
that the displayed readings depend only on the actual dust concentration
present within the sensing chamber.

The zero value varies from instrument to instrument as well as with
different sensing chambers. It will increase somewhat as the chamber inner
walls and windows become contaminated with dust. A zero update should be

performed afrer cleaning the sensing chamber (see section 12.0).

*Either the TWA or the SA values, depending on selected user:-programmable code
(see Section 4.2).
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Pressing ZERO during a measurement period provides momentary display of
the stored zero concentration value used by the MINIRAM to correct all digital
concentration readings (the analog output signal is not zero-corrected). To
update the ZERO value the MINIRAM must be in its off condition (press OFF in
case of doubt). Then, press ZERO and wait until the display again indicates
"OFF".

The average of 4 consecutive 10-second zero level measurements will then
be stored by the MINIRAM as the new ZERO reference value. (See timing diagram
in Figure 2 and digital printout obtained during a typical zero check on
Figure 3). When operating the MINIRAM in high particle concentration
environments ( 5 mg/m3) the zero value update should be performed
approximately every 8 hours. At aerosol concentrations below approximately
1 mg/m? this update may only be required once a week, or even less
frequently. The zero update should be performed either within a clean-air
environment (ideally, a clean room or clean-bench) for dust measurements in
the concentration range below 0.5 mg/m3, approximately, or by flowing clean
air through the sensing chamber of the MINIRAM (e.g., by means of an optional
clean-air adaptor, MIE model PDM-1FZ Zero Check Module) (see seccion 17.2) for
use at dust concentrations above 0.5 mg/m3, approximately. Air conditioned
offices (without smokers) usually have concentrations below approximately 0.05
mg/m3 and can thus be used for zeroing purposes. When measurements are
performed under essentially clean air conditions, e.g., in the same
environment where the zero check was performed, the MINIRAM readings will
indicate 0.00 mg/m3 with small random fluctuations around that value.

Positive values (e.g., 0.02) will thus be indicated on the LCD display.
Negative values (e.g., -0.02) are suppressed and are also indicated as 0.00.
The digital output, however, does include such negative values and these will

be printed out by a digital printer (see sections 10.0 and 11.0)

3.11 1D=

Pressing ID= during a measurement period provides momentary display of
the identification number stored within the MINIRAM memory.
The ID# key, in combination with other keys, is used for several

additional programming functions described in the next section (64.0).
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4.0 PROGRAMMABLE FUNCTIONS

4.1 1ID= Selection

In orcder to change the instrument identification number the MINIRAM must
first be in the off mode (i.e., press OFF). Then press the ID# key, and the
presently stored number (between 1 and 999) will be displayed, as well as the
ID indicator bar. To increment the identification number press the A key
(same key as TWA), and to decrement the number press the V key (same key as
SA). Any number between 1 and 999 can thus be selected and will remain in
storage uncil the batteries are disconnected, or if the MINIRAM is not

recharged over a 6-month period.

Pressing the OFF key after the above identification number selection will
remove the MINIRAM from the ID= selection routine and lock-in that number
until a new number is selected. A complete ID# lock-out (i.e., a routine to
preclude panel-control change of that number) can be accomplished by a

separate programmable code selection (see section 4.2).
4.2 Programmable Selection Code

The programmable code allows the user tc panel-select several alternate

functions and operating modes.

The program codes to select specific alternate operating modes are:

1 selects the alarm instead of ASCII digital output

2 selects the ID# lock-out

4 selects the TWA instead of the SA to be stored for playback

8 selects a l-second pause after each printer carriage return (for

slow printers)

32  selects 110 baud digital output rate instead of 300 baud

64  selects 600 baud digital output rate instead of 300 baud

AR

These numbers are entered as a sum, e.g., to implement ID# lock out, TWA

(RIS

storage, ard lL-second carriage return delay, the code number would be 14

(2+4+8) .
11
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To enter the desired code (e.g., 14) follow these steps:

Press OFF key and wait until "OFF" is displayed.

Press ID# key and set program code to desired number (e.g., 14)
by means of the 4 and V keys.

Press TIME key (this will show previously entered code).

Press ID# key again to lock in the new program code which will
then be displayed.

The preceding steps will cause the ID# to become equal to the
programmable selection code. To restore the desired ID=
(without affecting the selected code number which is now locked
in), use the 4 and ¥ keys again to select the ID# for the
instrument as described in section 4.1.

Press OFF to exit the ID# selection routine.

To look at the programmed code number, at any time, start from
the off condition; press ID#, then press TIME ("F" will then be
displayed momentarily), after which the code number will be
displayed. Press OFF to exit the code number routine.

If no specific alternace code is entered the MINIRAM will operate in its

standard mode (equivalent to code 12) consisting of the following:

4.

If the ID= lock-out code has been selected (i.e., a 2 as part of the sum,
as described in section 4.2) then both the ID= and the programmable code can

only be displayed (and printed out), but neither of the two can then be

3

ASCII digital output

Panel-selectable ID number (preset to 999)
Time-Weighted Average (TWA) values in memory storage
7-bit ASCII resolution

300 baud digital output

Printer carriage return followed by a 1 second delay

ID= Lock-out

sld7)
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changed by means of the panel keys. 1In this case, in order to change the ID=
if the lock-out code has been selected, or too alter the programmable code,
the battery must be unplugged momentarily. Disconnecting the battery,
however, causes the MINIRAM to lose all stored data, and cancels all alternate
program codes which may then be restored following the procedure described in

section 4.2.
4.4 Alarm Level Adjustment

If the selected program code includes a 1, the MINIRAM will not provide
an ASCII digital output but instead a switched output (at the digital output
connector) which will close every time the measured 10-second concentration
value exceeds a presettable threshold concentration level. If a 1 has been
included in the code, then the ID= divided by 10 becomes the alarm level in
milligrams/m3. This level can be adjusted following the ID# selection
procedure of section 4.1, that is using the 4 and Y keys to increment or
decrement the number. For example, if an alarm level of 12.5 mg/m® is
desired (and starting from the off mode), press ID#, adjust displayed number
to 125 with the 4 and Y keyvs, and press OFF. This number (e.g., 125) then
becomes the ID# as well. It is not possible to enter a separate alarm level

and ID# number.
5.0 OVERLOAD AND ERROR CODE INDICATORS

5.1 Bar Displays

There are three bar indicators on the MINIRAM display, identified as OVR,
ID, and BAT. 1If the OVR bar is displayed at any time during operation in the
measurement mode the MINIRAM detection circuit has been overloaded. A
momentary overload can be caused by the insertion of an object into the
sensing chamber, sudden exposure to sunlight, ete. 1If the cause of overload
is eliminated, the OVR bar will disappear during the next 10-second display
period, unless the overload persists for more than a total of 1 1/2 minutes

over an 8 1/3 hour measurement cycle.
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The ID bar display is activated only for display identification purposes
and not for error conditions.
The BAT bar is displayed when the battery voltage becomes insufficient,

indicating cthat the charger should be plugged into the MINIRAM.

5.2 Error Codes

The MINIRAM will display and output (at the digital output jack) error
code numbers along with the corresponding overload indicator bars on the LCD
readout. These codes will appear only if the problem persists for more than

about 30 seconds.

The error code numbers are as follows:

.0.1: low battery condition
.0.2: RaM (digital processing)

.0.3: A/D (signal) overload

If an overload condition persists for more than approximately 1 1/2
minutes the selected concentration average value (SA or TWA) automatically
registers 9.99 and that number will be indicated (or digitally transmitted)
upon data playback, signifying an invalid measurement cycle. The OVR bar will

then remain on for the rest of that run.
6.0 SENSING CHAMBER REMOVAL AND INSERTION

During normal operation of the MINIRAM the removable sensing chamber (see
Figure 1) must be properly inserted, i.e., pushed all the way into the MINIRAM
towards the display/control panel end of the instrument. When this chamber is
properly positioned the surface on the opposite end from the display/control
panel will be approximately flush with the body of the MINIRAM.

To remove the sensing chamber, gently push it away from che
display/control panel end, using both thumbs, sliding it out of its channel.
This will expose the shouldered metal button with ics small spring-loaded

plungar, and the two lenses (illuminastion and detection lenses). Touching of

14
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these lenses should be avoided to prevent their soiling. Lens tissue should
be used if cleaning of these lenses becomes necessary. Also, the inside
sur%ace of the removable sensing chamber is coated with a special
anti-reflectant paint and these surfaces should not be touched, if at all
possible. (Newer models have a special finish which is not touch-sensitive).

The removable sensing chamber has two small glass windows which should be
kept clean (see section 12.0 on routine maintenance).

The sensing chamber is partially closed at one of its open ends. This
end is inserted first when sliding the chamber back into the MINIRAM channel.
A small shouldered slot is provided on the underside of the removable sensing
chamber for the metal button that serves to retain the chamber.

To reinsert the sensing chamber simply slide it back into position making

sure that the chamber is moved parallel to the MINIRAM body. Ensure complete

insertion, as mentioned above.
7.0 BATTERY PACK REPLACEMENT

The battery pack of the MINIRAM (MIE Part No. PDM-3B) constitutes an
intrinsically safe sealed module that can be removed and replaced. To do so,
remove the four central screws from the back of the MINIRAM case (not the two
corner screws), and gently lift the battery pack up and ocut, and gently pull

apart the battery connector freeing the battery pack. Reverse order of steps

when installing another pack.

CAUTION: All stored data will be lost when disconnecting battéry.

After reconnecting battery pack, the ID resets to 999 and an automatic zero

reference check is performed by the MINIRAM.

Separate battery packs can be used whenever a.c. line power is
unavailable to recharge the pack within the MINIRAM. These spare parts can be
recharged independently from the MINIRAM by plugging the charger into the

charge receptacle which is an integral part of the battery pack (see figure 1)

15

LT

1

T



8.0 CALIBRATION ADJUSTMENT

Although every MINIRAM has been factory-calibrated using a represencative

dust (see section 1.4), the

user may wish to change the calibration constant

of the instrument for a specific type of aerosol. Such a calibration should

be performed by obtaining a concurrent filter collection (e.g., by means of a

personal filter sampler), sampling from the same environment within which the

MINIRAM is placed. The average concentration obtained by the MINIRAM (i.e.

TWA reading) at the end of the test should be compared with the filter-

gravimetric-determined concentration.

The ratio of the two concentration

values can then be used to correct the MINIRAM calibration. The comparison

run should be replicated several times (to minimize errors) to obtain an

average ratio.
To change the MINIRAM calibration proceed as follows:

8.1 P%ace MINIRAM in a clean environment (e.g. air conditioned office).

8.

8.

8

2

3

.5

.6

Remove battery pack (follow procedure of section 7.0).

Disconnect battery connector (remember that all stored data will

thus be lost/erased from MINIRAM memory).

While leaving battery pack lying next to MINIRAM, re-connect the two

units (i.e. plug in connector).

Immediately observe MINIRAM display. It will be performing a slow

segment-by-segment display checkout. As soon as it displays ".00",
press OFF, thus interrupting the initial automatic zero check (see

section 7.0). Wait until the display indicates "OFF" and then press

MEAS and wait approximately 36 seconds.

Observe 10-second readings (typically in the range of 1 to

3 mg/m3) and record manually a few consecutive readings.

Calculate the average of these values.
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the foil shield of the open MINIRAM) opposite the digital output
jack. Adjust this potentiometer, using a fine screw driver, until
the average MINIRAM reading is increased or decreased (with respect
to the average obtained in 8.6) by the desired ratio (e.g. as

determined by previous gravimetric comparison runs).

8.8 Shut off MINIRAM, reposition and secure battery pack, and re-zero

instrument as usual. All subsequent concentration readings are now

corrected by the desired ratio.

1f an optional Reference Scatterer is available, insert in the MINIRAM
instead of the normal sensing chamber and follow the same procedure (i.e.,

follow steps 8.1 through 8.8).
9.0 ANALOG RECORDER CONNECTION

The analog output of the MINIRAM is a negative voltage of 0 to 1.5 V. A
high input impedance recorder ( 100K ), or other signal processing device can
be connected to that output. The 0 to -1.5V range corresponds approximately
to 0 to 100 mg/m3 as displayed by the MINIRAM.

This analogvoutpuc (as opposed to the digital output and readings) is not

\-_./'
' 8.7 1ldentify small potentiometer screw (visible through an opening in
|v

'H zero-corrected, and thus a zero concentration results in a bias level of the

order of several millivolts.
It is advisable to connect a capacitor in parallel with (i.e. across) the
L‘ analog output (e.g. 100 microfarads or larger) in order to obtain a steady
output signal. The internal time constant of the analog output of the MINIRAM
IJ is only 0.2 seconds which, in the absence of an external capacitor, results in

excessive signal fluctuations.
' : .
] Two miniature plugs are provided with the instrument to connect to the

analog and/or digital output jacks (both can be used concurrently).
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10.0 USE OF OPTIONAL MIE DIGITAL PRINTER

The MINIRAM can be connected to the MIE model DP-2-80C digital printer,
an optional accessory designed for direct coupling to the MINIRAM. This
printer can be used both to print out the continuous concentration data
(updated every 10 seconds) in the normal measurement mode, and to print out
the data stored in the MINIRAM memory as described in section 3.9,

An example of the printout formats when using the printer in combination
with the MINIRAM is presented in figure 3. The DP-2-80C, a very compact
impact dot matrix printer, is provided with a special interconnection cable to
the MINIRAM digital output jack. When using the MINIRAM with this printer,
the output data rate should be left at 300 baud (the normal MINIRAM default
value), as described in section 4.2.

The following are specificioperacion procedures for use of the printer in
combination with the MINIRAM. Ocher operating and maintenance information is

contained in the instruction manual that accompanies the princer.
10.1 Printer Connection

A 20 mA current must flow through the DP-2-80C printer for it to
operate. Plug its cable into the MINIRAM digital output receptacle and press
OFF. Turn on the printer power switch (on its right side) and the two green
lights on the front will be on if printing paper is in the unit. The ribbon
cartridge should have been previously loaded. Refer to the printer User's

Manual for details.
10.2 Printer Test
In order to test whether the DP-2-80C printer is operating correctly,

hold down the LINE FEED button while turning the princer on. Once the printer

is on, release the LINE FEED button and the printer will then print out all of

its characters. To stop this operation press SELECT.
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10.3 Printout of Stored Data

Plug printer connector into the MINIRAM digital output receptacle. Turn
off printer power switch. Press OFF on MINIRAM and wait until it reads
"OFF". Turn on printer power switch. Press PBK on MINIRAM for less than one
second (see section 3.9) and the LCD display should then indicate "PA". The

printer will then print out the stored data block.
10.4 Printout of Zero or of Measurement Data

Interconnect MINIRAM and printer as indicated before and switch on
printer power. Press OFF on the MINIRAM. Press either ZERO or MEAS on
MINIRAM (depending on which information should be printed out). Printer will
print out zero data approximately 72 seconds after pressing ZERO on MINIRAM
(see figure 2). The first line of measurement data will be printed out
approximately 126 seconds after pressing MEAS, and thereafter every
100 seconds (each line contains ten 10-second measurements). The printer
power can be turned off any time during the measurement cycle, and turned on
again during a cycle to resume printing. The data line numbers (see figure 3)
will then be the current ones as sequenced by the MINIRAM whose output is

independent of the operations of the printer.
11.0 DIGITAL OUTPUT CONNECTIONS

A digital printer (other than MIE model DP-2-80C), data logger (MIE
PDL-1), or modem may be coupled to the MINIRAM. The data output is in the
form of 20 mA current loop, 300 baud (110 or 600 baud by alternacte
programming) asynchronous ASCII characters. The output load should be less
than 50 ohms.

Figure 4 is a.diagram showing the connections and components required for

a 20 mA loop interconnection to a printer. A similar diagram is shown for

standard RS232 interfacing with a printer (see Figure 5). These connectioms

do not apply when using the DP-2-80C printer. -
The MINIRAM does not send parity information, but does provide an ASCII

checy sum which is the sum of all ASCII characters, to insure data integricy.

T
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To use che check sum the host computer must add the ASCII value of all
digits, spaces, carriage returns, and line feeds except for the first two
carriage returns and line feeds which are sent immediately after pressing the
PBK switch. The last eight bits of this sum should then be expressed as a

decimal number (0-255) and should agree with the decimal value of the MINIRAM

check sum.
12.0 ROUTINE MAINTENANCE

When the MINIRAM is not being operated it should be placed in its
shipping case which should then be closed. This will minimize the amount of
particle contamination of the inner surfaces of the sensing chamber.

After prolonged operation within, and exposure to particlate-laden air,
the interior walls and the two glass windows of the sensing chamber may have
become contaminated with particles. Although repeated updating of the zero
reference following the procedure of section 3.10 will correct errors
resulting from such particle accumulations, eventually this contamination
could affect the accuracy of the measurements as a result of excessive
spurious scattering, and significant attenuation to the radiation passing
through the glass windows of the sensing chamber.

An indication of excessive chamber contamination is provided by the zero
level reading (section 3.10), which should not exceed 3 mg/m3, approximately.
In order to clean a soiled sensing chamber remove that chamber as
described in section 7.0 and wash it with soap and water, rinsing thoroughly
to remove any residues from the glass windows and interior of the chamber. Do

not use solvents of any type. Do not rub interior surfaces of the chamber
(coated version). Allow the sensing chamber to dry completely and re-inserc

into the MINIRAM as indicated in section 7.0
13.0 PRECAUTIONS AND OPERATING POSITIONS
The ircerior of the MINIRAM sensing chamber should not be exposed to

fluctuations of intense light; flashes of sunlight or bright daylight

especially, are to be avoided. Such excessive variable illumination of the
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scattering detector can result in significant measurement errors that may
persist over several 10-second display cycles. In order to operate the
MINIRAM under those conditions it is advisable to use the Sunshield accessory
(MIE model PDM-SNS, see section 17.95).

Another potential source of error is the presence of reflecting surfaces
in close proximity to the sensing chamber openings. Such objects should be
kept at least 2 cm (3/4 inch) from the chamber openings.

The removable sensing chamber should not be used as a carrying handle,
especially not while operating the MINIRAM; holding this chamber may affect
the measurements.

When using the MINIRAM for personal monitoring it should be positioned
vertically, i.e., with the display/control panel facing upwards, by either
clipping the MINIRAM to the belt, shoulder strap, etc.

In general, an approximate vertical position is to be preferred for any
long-term monitoring purposes, in that this position minimizes potential
particle deposition within the removable sensing chamber.

Other monitoring positions are:

a) horizontal, resting on belt clip

b) hand held (while ensuring that hand and fingers are away from edges
of sensing chamber)

c) Using the optional MINIRAM table stand

d) Wall mounted using belt clip, or the four battery pack attachment
screws on the back of the MINIRAM.

14.0 INTRINSIC SAFETY

The MINIRAM has been designed to satisfy the requirements for
intrinsically safe operation in methane-air mixtures. The sealed battery pack
incorporates a current-limiting resistor that limits the battery short circuit

current to less than 14A. MSHA 2G-3532-0 approval has been granted to the
PDM-3.
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15.0

SPECIFICATIONS

Measurement ranges: 0.0l to 10 mg/m® and 0.1 to 100 mg/m’
Precision and stability (for 10 sec. readings)*: + 0.03 mg/m’
(2-sigma)

Precision and stability of time-averaged measurements*:

0.02 mg/m3 (for 1 minute averaging)

I+

0.006 mg/m® (for 10 minute averaging)

I+

0.003 mg/m® (for 1 hour averaging)

I+

0.001 mg/m*® (for 8 hour averaging)

I+

Temperature coefficient: 0.005 mg/m* per °*C (typical)

Readout resolution: 0.02 mg/m® or 0.1 mg/m’ depending on
automatically selected range (3 digit LCD)

Digital readout updating time: 10 seconds

Analog output time constant: 0.2 seconds

Total measurement period: B8 1/3 hours, or indefinite 8 1/3 hour
cycles

Particle size range of maximum response: 0.1 to 10 .m in diameter
Measurement display: normally 10 second real time measurement; or
momentarily: time-weighted average, or 8-hour equivalent shift
average, or elapsed sample time (in minutes), or zero value, or
identification number, or programmable code

Data storage: seven concentration averages, sampling periods in
minutes (3 significant figure resolution), off time (10 minute
resolution), identification number, zero value, programmable code,
and check sum

Real time outputs: analog (0 to 1.5V full scale), and digital ASCII
Memory playback: either by own LCD display, or by 110, 300 or

600 baud, ASCII digital output (20 mA current loop, or RS232
terminals may be connected with appropriate interface)

Nominal battery voltage: 7.5V

Average battery current drain: 40 mA

)

*At constant temperature (typ. 25°C)

T
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Continuous operating time wich full battery charge: 10 hours,

approximately

» Operating temperature: 0° to 50°C (32 to 120°F) Storage: -20 to
60°C

. OQutside dimensions: main body: 10 x 10 x 4 em (4 x 4 x 2 inches);

7.7 x3.8x 1.5em (3 x 1.5 x 0.6 inches)

sensing chamber cover:

. Weight: 0.45 kg. (16 oz.)

16.0 STANDARD ACCESSORIES

Accessories provided with each MINIRAM are detailed in the following

subsections.
16.1 Battery Charger

The batctery charger (MIE model PDM-1-157-1) serves the following

functions: recharge or maintain the charge of the nickel-cadmium batteries

within the MINIRAM, permit continuous a.c. power line operation, and provide

' power for the operation of pump of the optional MIE model PDM-1FZ Zero Check
Module (see section 17.2). The charger cannot be used to power the MINIRAM
l without its batteries, however, it can be used to charge a separate or spare
battery pack (MIE model PDM-3B, see section 7.0).
l The standard battery charger is designed for a 120V/60 Hz input, however,
it can be obtained for 220V/530 Hz if so specified.
l 16.2 Octher Standard Accessories
‘ Other accessories supplied with the MINIRAM are:
I
j . Output connectors (can be used for the analog, and/or the digital
output jacks);
. Shipping Case;
s Instruction Manual.
|
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17.0 OPTIONAL ACCESSORIES

Several optional accessories are available from MIE for the MINIRAM,

these are described in the following subsections.
17.1 Flow Adapter (MIE model PDM-1F)

The Flow Adapter when used in conjunction with the MINIRAM and any pump
or external flow system, allows a sample to be drawn through the instrument
sensing chamber. A personal monitoring pump at flow rates of 2 { /minute or
less may be used.

To attach the Flow Adapter to the MINIRAM loosen the two thumbscrews and
pull the front sealing plate forward. Slide the Adapter over the MINIRAM
sensing chamber as illustrated above; secure the Adapter to the MINIRAM by
tightening the two allen-head screws through the hold down tabs. Tighten the
thumbscrews to seal the two end plates to the MINIRAM sensing chamber.

Typically, this accessory would be used when extracting samples from
aerosol chambers, detecting leaks from pressurized ducting, or for isokinetic

sampling using probes.

Notes:
When using any of the optional accessories that are attached on and
around the sensing chamber (models PDM-1F, -1FZ, -1FS, -1FR, and -SNS) to
perform measurements at concentrations below 0.5 mg/m®, it is advisable
to zero check the MINIRAM with the accessory in place, making sure that

its mounting and sealing screws are properly tightened.

Use an external pump or pressurized air source (well filctered) to drive
clean air through the sensing chamber to zero the MINIRAM with any of
those accessories (except in the case of the Zero Check Module). To zero
check the MINIRAM when using the Sunshield place instrument with the

at-ached sunshield in a clean room environment (see Section 3.10).
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17.2 Zero Check Module (MIE model PDM-1FZ)

The Zero Check Module can be used to zero the MINIRAM when a clean air
environment is not available. The Zero Check Module should be used when
concentrations in the range above 0.5 mg/m> are to be measured (see
section 3.10).

In addition, this accessory can be used to draw a sample stream through
the MINIRAM sensing chamber (in lieu of a separate pump) by disconnecting the
small tube at the sensing chamber inlet fitting.

This accessory consists of a pump, filter and the necessary tubing to
circulate clean filtered air through the MINIRAM. The pump may be powered by
the MINIRAM battery charger (or a 5-10 VDC power supply). The battery within
the MINIRAM cannot be used to operate the Zero Check Module.

To zero the MINIRAM, first attach the Zero Check Module following the
same procedure described for attaching the basic Flow Adapter (see
section 17.1). Connect the battery charger to the Zero Check Module and to an
A.C. source. Allow at least one minute of operation to purge the sample
chamber with clean air. Press the ZERO button on the MINIRAM and continue
operating the Zero Check Module until the final average zero reading is

displayed (see section 3.10).
17.3 Personal Sampler Adapter (MIE models PDM-1FS and PDM-2FS)

This accessory, when used with the MINIRAM and a personal monitoring
pump, permits active sampling of respirable (cyclone preselected) particles
through the instrument sensing chamber and collection on a filter. The
aerosol sample is drawn through a 10 mm nylon cyclone (with a 50% cut point at
3.5 m when operated at 2 % /minute), through the sensing chamber of the
MINIRAM, and then collected on a filter located in the cassette/filter holder
for subsequent gravimetric or other analysis.

The model PDM-1FS is for use with an MSA 37mm filter cassette

no. 457193. The model PDM-2FS is compatible with a Millipore 37mm disk filter
holder no. MO0O 037 AO.

e
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To attach the Personal Sampler Adapter to the MINIRAM, follow the same

procedure as described for attaching the basic Flow Adapter (see

Section 17.1). Connect a length of tubing from the exhaust fitting on the

filcer holder to a personal sampling pump (not provided with the Adapter).
The use of the Personal Sampler Adapter permits concurrent MINIRAM
readings and filter collection to facilitate calibration of the MINIRAM for a

specific aerosol, or to determine both concentration and chemical composition
of the aerosol.

17.4 Respirator Adapter (MIE model PDM-1FR)

The Respirator Adapter, when used in conjunction with the MINIRAM,

provides a means of measuring aerosol concentrations inside a respirator. The

external concentration can a"o be measured with the MINIRAM and thus the

values obtained with the MINIRAM after connecting it to the respirator can be

used to determine protection factors; consequently, quantitative fit checks
are possible under field conditions.

WARNING: DO NOT USE THIS ACCESSORY IN A HAZARDOUS (TOXIC DUSTS, FUMES,

GASES, ETC.) ENVIRONMENT, SINCE RESPIRATOR INTEGRITY CANNOT BE
GUARANTEED BECAUSE OF THE POSSIBILITY OF LEAKS.

A tube should be attached from a tap on the respirator to the inlet (which is

located on the smaller sealing plate) of the Respirator Adapter. When the

respirator wearer exhales, a slight positive pressure develops inside the mask
resulting in an air flow to the MINIRAM sample chamber, where the

concentration is measured. This air then passes through a check valve as it

exits the chamber. When the wearer inhales, the check valve closes to prevent

exposure to ambient conditions. A back-up filter is also used after the check
valve as an additional safety precaution in the event of check valve failure.
To attach the Respirator Adapter to the MINIRAM, follow the same

procedure for attaching the basic Flow Adapter (see Section 17.1).
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17.5 Sunshield (MIE model PDM-SNS), included with units ordered after
1 April 1987).

The sunshield accessory serves to protect the MINIRAM sensing elements
from excessive ambient light fluctuations (see section 13.0). It should be
used whenever the MINIRAM is to be operated outdoors or under fluctuacting
bright light illumination. It is also advisable to use the sunshield to
prevent loose clothing or other objects from touching or entering the open
sensing chamber. The use of the sunshield causes only a slight retardation of
the air exchange rate between the outside and inside of the sensing chamber,

an effect that is negligible except when using the analog output in order to

follow rapid fluctuations of particle concentration. The sunshield attaches

by its two support tabs to the body of the MINIRAM.

17.6 Shoulder Strap (MIE model PDM-SS)

The PDM-55 is a leather strap, worn over the shoulder and across the

chest, which attaches to the wearer's belt in front and back. The MINIRAM
mounting loop in the upper chest area allows exposure measurements close to

the breathing zene while still permitting comfort and freedom of movement.

17.7 Table Stand (MIE model PDM-TS)

The table stand accessory provides a convenient mounting support for the

MINIRAM when it is used for area monitoring. The MINIRAM is simply clipped

onto the table stand which holds it in a position where reflections from the

table surface do not interfere with its operation.
17.8 Dot Matrix Digital Printer (MIE model DP-2-80C)

This printer is supplied with a special interconnecting cable which is

plugged into the digital output jack of the MINIRAM. The DP-2-80C is normally

provided for 120V/60 Hz operation. Operation with 220V/50 Hz line can be

provided upon customer request. The DP-2-80C weighs & kg (9 lbs)j and its

TO0

dimensions are 36 W x 27 D x 8H cm (14 x 11 x 3 inches).

A 1)
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The use of the DP-2-80C in combination with the MINIRAM is described in

Section 10.0. A separate instruction manual for the printer is supplied with

that unic.

17.9 Reference Scatterer (MIE model PDM-RS)

The PDM-RS is a specially modified sensing chamber that includes a
diffusing optical filter mounted within the sensing region of the MINIRAM. It
is designed to scatter a controlled amount of light from the infrared source
to the detector, providing a stable and repeatable reading on the MINIRAM
display. The reference scatterer is inserted into the MINIRAM instead of the
normal sensing chamber, and the readings are obtained operating in the MEAS

mode. If the PDM-RS is ordered from MIE concurrently with a MINIRAM cthe

reference scatterer will be factory marked with the calibration reading to be
obtained when inserted into that particular MINIRAM whose serial number will

also be shown on the PDM-RS tag. The readings displayed by cthe MINIRAM when

inserting the PDM-RS should be within +5% of the value marked on that

reference scatterer.* The readings obtained with the reference scatterer may

show a small warm-up drif: (i.e. gradual change) during the initial 5 to
10 minutes after pressing MEAS.

If the reference scatterer is ordered separately from the MINIRAM, the
user will then determine the calibration reading obtained on the MINIRAM and
mark it (together with the MINIRAM serial number) on the PDM-RS tag.

Because of small differences in the optical configuration of each

reference scatterer, the readings obtained with a given reference scatterer

are unique to a given MINIRAM. The response to a given population of airborne

particles, however, is the same for all factory calibrated MINIRAMs, within

approximately + 5%.
17.10 Carrying Case (MIE model PDM-HC)

The PDM-HC is a convenient and compact hard shell carrying case designed

to house a MINIRAM and a battery charger. The inside is foam padded for full -

T

*Prior to the use of the reference scatzerer the MINIRAM should be zeroed with
a clean standard sensing chamber as described in Section 3.10.
28
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protection. The outside dimensions of the PDM-HC-1 are: length -

9 1/2 inches, depth - 7 inches, and height - 3 1/2 inches.

17.11 Cable (MIE model PDM-CB)

The PDM-CB cable is used to connect the digital output of the PDM-3 with
the input of the 80 column digital printer MIE model DP-2-80C.

17.12 Portable Data Logger (model PDL-1)

This data logger can be used to record, average, peak detect, etc.

concentration levels measured by the PDM-3. A separate instructional manual

is provided for the PDL-1.
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Main View of MINIRAM

Timing diagram of MINIRAM model PDM-3 when pressing OFF, MEAS or
ZERO (typical times)

Typical MINIRAM Model PDM-3 Digital Printout Format
20 mA Loop Connection

RS-232 Connection
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ACCESSORY AT TACHMENT :
INSERTS (6-32 THREAD) , REMOVABLE SENSING
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Figure 1. Main view ol MINLRAM.
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Figure 2. Timing diagram of MINIRAM model PDM-3} when pressing OFF, MEAS. or ZERO (typical times).
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Printout of
Concentration
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.Stored Data

Typical MINIRAM Model PDX-3 Digital Printout Forrat.
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PRINTER —1 -
110 OR POM
300 BAUD
ASC 11 203“\‘/02” 1 100
20 mA LOOP POWER SUPPLY
Figure 4. 20 mA loop connection.
PRINTER 10 K POM
110 OR +12 Vv
300 BAUD '
ASC 11 + 12 V 100
RS-232 POWER SUPPLY -12 Vv

ov

Figure 5.
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Inter ac;,e' Meter
’ 3 'Modd 121 Data Sheet

Model 121
Interface Meter

For accarate measuraments of product level and
thicknzss, the Seinst interface Meter allows quick
and casy determination of any air /product or water/
nicd.ctinterface. The meter measures hoth floating
and sinking layers.

Urique patented design® uses a sturdy probe with
Sfbra-r2d rafracuon 1o detect figards and conductivity
15 dstingwsh water. The probe is 1-1/2" diameter
ang is idea! for use In monitoring wells.

The infra-red and conductivity sensurs are both
located at the zeros measuring point.  Tius avoids
<rrors inherent in flotation devices. The narrow
infia-rad oeam allows accurate measurement of
proauct layers 50 thousandths of an inch or greater.
T+ mner layers are also detectable.

High Quality Design

Accurate
Datuin allows easy measurement to 1/100 ft
Detects layers thinner than ¢ 050 inches
Highily responsive sensors.
Both sensors located at zero measurement point.
Lengths from 25 #t - 1500 {t.

Sturdy
Designed for rugged field use.
Cable uses strarxled stainiess steel conductors:
- non-stretch.
- resists kinking and breakage.
- inexpensive to repair/replace.
Rugged free-standing reel with carrying handle.

Simple
Sirnple to uperate
Easily cleaned
Light weight.
Permanently attached operating instructions.
Easily replaced, long-life 9V batteries.

S

e

‘Patents pending

1314

Te

Instrumentation to measure the properties of
sofl, rock and groundwater.



Operating Principles

T detect ligwds. he Sulinar Interface Meter uses an
infrared beant and recenior. The beam is powered
: raneny housed within the probe

Boonostaindard oY
Wher sne nraze enters 1 hquid the beam s refracted.
acuvaung @ £a224r ang o hahls As the infrasred
beam 5 2aby Uo3R 0 inches Jameter, it allows meas-
srement ctan e Jfia-condusuve Equid greater
than ¢ 050

Tadetec water. &
power2d sy ass.

4 sctesty circuit 1s usec. This is
M hertery housed in the hub of

the reel The .o ceotaar, of water completes the
LTUAN ARl The zerT mam? onters water.  This
¢ .errides the voia « Ll deactivating one of the

lights and the busser

Measurement

Afer greunding e mstruent the probe is lowered
mis 2wk or tark Uner entenng a liquid. 3 single
dgnhimdicateswatsr Ahuzzer and twolighisindicales
nroduct ‘

The denth to the 21 “araduct interface s determined
fioim the permanently markes cable. Use of the tape
quice ‘éatam alhavs mizasurements to 17100 1t or
setter. Tie prohe s owered further and areading is
tareil 2t the productwater interface. The thickness
of the prodact lever is ther. determined Ly subtracting
the firs readmg from the secend.

The presence.absence of dense sinking lavers is de-
termined by ¢ontinuing to lewer the probe to the
tottom of the well

Tape Guide

A ‘lare gudesdarum s nrowided 10 ensure casy,
repeatable measarements 1o 17100 ft

Thhe tape gquide 3'¢5 protects the cable from damage
arrgugh edges of weilcaang ltgudes the cable such
tha: the probe s held away from the casing as it is
lowered and 1aised in the well

e e in Car ity
0rN0

Tape

The zasy-to-read, flat-tape cable is made with stranded
stainless steel conductors embedded within poly-
ethylene. The conductors provide strength and pre-
vens cable stretch. The smooth surface of the tape 1s
casy lo clean and decontaminate

Markings are permanently heat-embossed onto the
cable, with the following options available :

M2 Each 1/50 ft. in black; feet in red.

M3 Each cm in biack: metres in red.
M4 Both sides- any scale combination.

Probe

The probe 15 1-1/27 diameter by 9" long  The meas-
urement point for both optical and electronic sensors
is located 1-1/4 7 [rom the lower end of the probe
When the probe 15 switched "ON” and 15 in air. 2
warning light on the faceplate of the reel reminds the
user to turn the probe off after use.

The sturdy probe is modular to simplify maintenance
The pressure proof design allows submersion for the
detection of sinking hydrocarbons (DNAPLs).

Ordering Information
Interface Meter
Specify: Mode! 121°

Measurement Option ;,
Length O3
Spare Tape Guides

Spare Probe Cleaners

g
[

*Supplied with a carrying bag. tape guide
and probe cleaner.
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DETERMINATION OF STREAM FI.OW

The flow rate of a stream can be calculated using the following formula:
Q = wdu

Where Q = discharge in cubic feet per second
w = width of the stream, in feet
d = average depth of the stream, in feet

u = velocity in feet per second

The stream velocity is measured by placing a floating object in the stream above the
location where the stream cross-section will be measured. The time required for the object
to float unobstructed from upstream to downstream of the stream cross-section measurement
location is noted. This figure is then divided into the distance between the start and end
points to obtain a stream volocity in units of length pér unit of time.

To determine the cross-sectional area of the strea, sufficient measurements must be
collected at regular intervals across the stream bed to permit accurate assessment of the
stream depth. The depth will be measured by lowering a weighted line into the water. The

collected depth measurements are then averaged for inclusion in the stream flow equation.

94/8001-11-1F01

Sild

)f v‘(ft



APPENDIX B

Sample Custody and Documentation

T



Unlind Eswimywneraal Protection Agency Cose Nuwber  [|8AS No. i applcabie)
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CHAIN OF CUSTODY RECORD

ENVIRONMENTAL PROTECTION AGENCY — REGION 11

Environmental Serviees Division
EO0ISON, NEW JERSEY oO8017
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Semple
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onteiners|
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Perton Assuming R

ibility for Sampl
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Sample Relinquithed By: Recoived By: Time Dete Reesen for Change of Custedy
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Number

Semple Relinquished By: Recoived By: Time Dete Resten for Change of Custedy
Numbeor

Sample Relinquished By: b acoived By: Time Oate Ressen for Change of Custody -
Number
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CLP Sampie Management Office

U.S. ENVIRONMENTAL PROTECTION AGENCY - [ SRS Namber
P.O. Box 818 - Alexandria, Virginia 22313 |

Phone: 703/557-2890 - FTS/557-2490

SPECIAL ANALYTICAL SERVICES
Client Request

D Regional Transmirtal [: Telephone Request

A. EPA Region/Client: -

B. RSCC Representative:

C. Telephone Number: ()

D. Date of Request:

E. Site Name:

Please provide below description of your request for Special Analytical Services under
the Contract Laboratory Program. In order to most efficiently obtain laboratory
capability for your request, please address the following considerations, if applicable.
Incomplete or erroneous information may resuit in a delay in the processing of your
request. Please continue response on additional sheets, or attach supplementary

information as needed.

I. General description of analytical service requested:

2. Definition and number of work units involved (specify whether whole samples or
fractions; whether organics or inorganics; whether agqueous or soil and sediments;
.and whether low, medium or high concentration):

3.  Purpose of analy?is (specify whether Superfund (enforcement or remedial action),
RCRA, NPDES, etc.):

E
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5.

6.

7.

8.

10.

1l

Estimated date(s) of coliection:

Estimated date(s) and method of shipment:

Number of days analysis and data required after laboratory neceipt of samples:

S 2

Analytical protocol required (attach copy if other than a protocol currently used in
this program): N

Special technical instructions (if outside protocol requirements, specify compound
names, CAS numbers, detection limits, etc.):

Analytical results required (if known, specify format for data sheets, QA/QC
reports, Chain-of-Custody documentation, etc.) [f not completed, forr- 1t of results
will be left to program discretion.

Other (use additional sheets or attach supplementary information, as needed):

Name of samp!.ng/shipping contact:
Phone: (

-
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12. Data Requirements
. Precision Desired
(=9 or Concentration)

Detection Limit

Parameter

13. QC Requirements
Limits
{Percent or Concentration)

Audits Required Frequency of Audits

14. Action Required if Limits are Exceeded

Please return this request to the Sample Management OffiGe as soon as possible to
expedite processing of your request. for special analytical services. Should you have any
questions or need any assistance, picase contact your Regional representative at the

Sampie Management Office. —

Sl
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U.S. ENVIRONMENTAL PROTECTION AGENCY

CLP Sampie Management Ottice
P.O. Box 818 - Alexandria, Virginia 22313
Phone: 703/557-2490 - FTS/557-2490

SPECIAL ANALYTICAL SERVICE

PACKING LIST

Sampling Office: Sampling Date(s):

Sampling Contact: _ | Date Shipped:

(name)
Site Name/Code:

SAS Numper

Ship To:

Attn:

(phone)

Sampie Sample Description

Numbers i.e., Analysis, Matrix, Concentration

For Lab Use Only

Date Samples Rec'd:

Received By:

Sampie Condition on
Receipt at Lab

3.

4.

6.

7.

s

10.

11

12.

14,

15.

16.

17.

18.

19.

20.

For Lab Use Only

White - SMO Copy, Yellow - Region Copy, Pink - Lab Copy for return to SMO, Gold - Lab Copy
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APPENDIX C

Field Audit Forms
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QUALITY CONTROL FIELD AUDIT REPORT

SLWMARY TNFCRWATION

1.

Project Name:

Project Aadress:

Project Status:

ALD/Enforcement D ECRA D 14 7) D

Other:

Project Phase:

Preliminary Assessment D R1/FS D t0 D

Other:

Dates of OC Field Audit:

Augitor‘s Name:

Facility Contact:

Contractor Contact:

Persarvel On-gite: ~

TU4T)
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Page

10. wort Plan Sutmitted L Reviewed: Yes D [ T D Status:

Outstanding Prodlems with Work Plan:

11. wWesther Conditions:

Surny D Partly Sme Partly Cloudy D Cloudy D Rain D Drizzle D Srow D Sleet D

Vind Speed: Ving Direction:

Tovperature:

12. Ageous Katrices Saspled: >

Potabie well D sruﬁuurl Surface vnorD Leschate leD Storw SmrD Senitary Sewer D

Other:

.

13. Non-Agqueous Matrices Sampled:

soit D Sediment D Slusge D Chemical ulimD ¢+ Meste Pile D

Other:

14. Level of Persornel Protection Required in Vork Plen: Level of Persormel Protection Actuslly Darwed:
0o .o o 0.0 {0 0 -0
15. Field Survey Equipment:

Catibration Catidration . Span
Instryment Nogel Sheck $tardprg setting

Corductivity Reter

Dissolved Caygen Neter

pH Neter

Comtamtible Gas Indicater

Flame lonization Detecter

Phetoionlzation Detector

Texic Cas Indicater (CO, s .

Other:

Observetions:

16. Did the sampling team take periedic surveys of the asbient alr conditiors: Yes loD IIAD

17. 0id the sampling team provide o decen zone desigrating a clean and contaminated area: YuD "D n/A

18. Where photographs taken: TVes Ne Total rumber takenm:

-37-



10.

1"

12.

13.

1.

15.

1.

1.

18.

Page
AMD TWSORNAY

'\ [ 4 ]

well Casing Comgtruction: Stainiess t.ncl D hflmD (429 D Other:

Dismeter of Well Casing: 2:' G 4 D & D Other:

Locking Caps on the Welis: Yes D Ne D /A D Protective Casing: Yes D [ T D N/A D
N

methad utilized to determine the static water level: water Level Irdicator D Other:

.
Reference point that the static water level was ssasured from:

survey Point D Tep of I[rner CuimD Top of Protective Cosing D

Vss the water level indicator decontamineted sccording to standard NJDEP/DNSK procecures between ench well:

w0 0 w0 -

1f no, method utilized:

Evacuation Method: .

Sailer D Centrifugstl Pumwp D Peristattic Pump D 8! adder Pur D Submersible Pum D

Cas Displacement 'wD Gas Lift MD Other? .

type of nose Utilized:

Polyethylene (ASTM Drinking Vater Grade 2239) D hﬂan silastic D N/A D

Other:

Vas the hose equipped with 8 foot check veive: Tes | | Mol . IIAI l

Wes the hose dedicated to esch well location: Yes D lol I IIAD

11 Mo, sethod of decontaminetien:

vas the pum dedicsted to each well locstions Yes wo /A
Vas the pump:  Laboratery Decontamineted Field Decontaminsted WA
Vas the pum decontaninsted accerding te stendard BJOCP/ONSN procedures: Yes be

1t Mo, method of decontaminatien:

Vas the pump head or end of hose within 6 feet of the dyremic water level during evacustien: YnD Yo IIAE

Ves the decontamination ares locsted awey frem the source of contamination: Yes | ] 8/A D

Pover Source for the Pump:

Casoline Powered Cenerator casel ine Powered Compresser Olless Air Compresser
Other:
Vst the gaseline powered generator/campresser set up dowrnind of the sespling oite: Yes [ 1] D u/A D

Ves the gasoline transported in the sams vehicle ss the sample bottles and saspling squipment:  Yes D uo D /A D
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AMPL | NG PR

10.

1n.

12. Auditor’s Comments:

AqQuecus Matriz Sanpled:

Potable Vell D GCroarduster D sSurface Water D Leachate Rurotf D $torm Sewer D Sonitary Sewer D

Other:

Type of Sample: Grad D Composite D 1t Composite, ¢ samples/composite:

Was the VOA sample colliected first: Yes D | 1) D N/A D

. .
Type of Sampling Equipment: saterial of Comtruction:
Stainless Steel Glass Other

Bailer

Bladider Pump

Pord Savpler

Colivasa

Keemerer Depth Sanpler

Wheaton Dip Sampler

Thief Sampler

O0OooOoooo
O000o0000;
0n0ooooa

Other:

Type of leader line that comes in contect with the well water:

Teflon D Teflon Coated Stainless Steel u/A D Other:

Length of the lescer llm;

Vas the Sampling Equipment Dedicated: Yes : Mo

Vas the Sampling Equipment: Lab o;emulnnd Fisld Decontamirated r_|

Vas the sampling cwlp;m decontaninated sccording te standard NJOEP/ONSN procedures: Yes 4 e D WA D
1f No, sethod of decontaminstien:

¥as the decontaninatien sree lecsted swey frem the seurce of centasinstion: Tes e . WA D

Are disposable gloves worn and changed between each sample locatien: Yes ) '

a4

-39%- P D0l
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NOM -4 SANDLE [WFORMAT]

1. Non-AQueous Natria Sempled:

soil D Sedisent D Slldl.e D Chemical Solics D Waste Pile D

Other:

2. Type of Sasple: anD CmsiuD 1f Composite Sample, ¢ samples/composite:

3. ues the YOA sampie collected fisst from o discrete location prior to homogenization: Yes D [T C N/A D
4. vas the sasple homogenized prior to scquistion into the sample containers: Vu‘D e D
S. Type of Sampling Equipment: Materisl of Comstruction:
Stainless Steel Carton Steet Teflon Other

Spoor/Spatule D D D

Trowel/Scoop D D D

Sucket Auger D D D

split Spoon D D - D

Shelby Tube ) D D D

Trier D D D

Viehmeyer Sampler D D D

Ponar Dredge ’ D D D

Other: D D D

6. ues the drill rig, auger flights, rods, etc. decontaminated according to stardard NJDEP/DNSM procedures between each sampt

lecation: Yes ] El /A D

-

1f do, sethod of decontamination:

7. 1f axd rotary dritling was utilized vhat wes the souce of the water:

8. Ves the Sampling Equipment Dedicated: Ves e D
9. Uss the Sampling Equipment: Lab Oecontamireted " Held Mnt.lmtd' l
10. vas the sampl (ni quipment decontaminsted accerding te starderd BOEP/DNSK precedures: Yes 'lo‘ I

1f No, method of decantaminetion:

11. Wes the decontamination ares loceted awsy from the source of contaminatien: Yes D e D 8/A

12. Are disposable gloves worn snd chenged between esch sample locatian: Yes D e

13. Auditor’s Commants:

TO0
!

B Q
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Page

. Laborstory:

Nome: Phone :
Contact Person:

cLe D CLP Capable D MIDEP Certified D NJOEP Contract D Other:

2. Sample Informetion:
.
Negrix Pgrometer Presecvetiveg teiner ription

Uhat order, by srulytical paramster, are sawples collected:

Field Blanks: Yes ' l‘o D N/A fFrequency:

Rethed: N

\as identical bottle te bottle trarsfer of weter utilized: Yes D

Trip Blanks: Yes E o D B/A Froquency:

Paremsters: Containers

Uhat was the source of the blank at.cr: l.lbofno;'y provided analyte free Other:

?.

Semple Packeging ard Nandling:
Sample Containers Labeled:

COC Forms Completed:

Custody Seals Used:

Samples Perserved to l't:

Nethod: OBlue lce Cude lece

NJOEP/DNSH *Narding Tiae® Eaceeded:

1f Yes, Explain:

Yes

Tes

Tes

Yes

Tes

Other:

/A

u/A

z/8

N/A

To0 A

F bt



TABLE

NON-AQUBOUS and AQUEOUS SAMPLES

SAMPLE SAMPLE SAMPLE SAMPLE PARAMETERS
OCATION NUMBER DEPTH TIME
4
Outs 1O 57




TABLE

GROUNDWATER SAMPLES

SAMPLE
LOCATION

SAMPLE

EVACUATION

TIME

VOLUME
PURGED

SAMPLE
TIME

PARAMETERS

Tt

Y0

S0




TABLE

POTABLE WELL SAMPLES

e toerion PORGE SAMPLE PARAMETERS
ESIDENCE) NUMBER TINE TInE
S TG ST
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SOP NO. HW-6
Revision $6

CLP ORGANICS DATA REVIEW
AND PRELIMINARY REVIEW

v il — -

CONCURRED BY:
“Iouis ‘Bevilacqua U
Monitoring Management Branch

APPROVED BY: /%“’\4"‘-0 & h C— =
: Gerard F. McKerna, Chief

Monitoring Management Branch
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STANCARD OPERATILNG PROCEDURE Page: 1 cf 36
Date: March 1989
Revision 6

INTRCCUCTION TO DATA VALIDATION

1.0 Sccpe

1.1

1.2

This procedure is applicable to organic data cbtained from contractor laboratories
working for the Contract lLaboratory Program (CLP).

The data validation is based upon analytical amd quality assurance requirements
specified in the Statement of Work (SCW).

.0 Responsibilities

Data reviewers will complete the following tasks as assigned by the Data Review Coordinatcr:

2.1

2.2

2.5

Data Assessment - The reviewer must answer every question on the checklist.
All response shall be in ink.

Data Assessment Narrative (Attachment 1) - Data reviewer is required to use these
forms and must match the action in the narrative with the action taken on the Form I(s).

Rejection Summary Form (Attachment 2) - Fill in the total number of analytes measured bv
different analyses and the number of analytes rejected or flagged as estimated due to
corresponding quality cecntrel criteria. Place an "X" in the boxes where analiyses were
not performed or criteria do nct apply.

Organic Regiocnal Data Assessment - Data reviewer is also required to £ill cut Organic
Regional Data Assessment Form (Attachment 3).

Telephone Record log - The data reviewer should enter the bare facts of inquiry befcre
initiating any authorized telephone conversation with a CLP laboratory. After the case
review has been completed, mail the white copy of the Telephone Record Log to the
laboratory and the pink copy to SMO. File the yellow copy in the Telephone Record Log
folder and attach a photocopy of the Telephone Record log to the completed

Data Assessment Narrative.

Forwarded Paperwork - Upcn completion of the review, the following are to be forwarded
to the Regional Sample Control Center (RSCC) located in the Surveillance and Monitoring
Branch:

a. data package
b. completed assessment checklist
c. SMO Contract Campliance Screening (CCS)

Forward four (4) copies of the completed Data Assessment Narrative a;ong wit{u four (4)
copies of the Organic Data Assessment Form: one each for the appropriate Regional Dro,
the Sample Management Office (SMD), and to the last two addresses of the Data Reviewers

Mailing List.

Filed Paperwork - Upon ccmpletion of the review, the following are to be filed within
the Monitoring and Management Branch (MMB) files:

Sl

a. Telephone record lLog (copy)
b. Record of Communication (original)
¢. Rejection Summary Form

T

Lt



STANDARD OPERALING PROCEDURLE Page: 2 ot BY-)
Date: March 1989

Revision 6

3.0

4.0

5.0

Rejecticn of Data - All values cdetermined to be unacceptable on the Organic Analysis Data
Sheet (Form I) must be flagged with an "R". As soon as review criteria causes data to be
rejected, that data can be eliminated from any further review or consideration.

Acceptance Criteria - In crder that the reviews be consistent among reviewers, this

Standard Operating Procedure (SOP) should be used. Additional gquidance can be found in
the Functicnal Guidelines.

SMO_Contrxact Complianpce Screening (CCS) - This is intended to aid the reviewer in
locating any problems, both corrected and uncorrected. However, the validation should
be carried ocut even if CCS is not present. Resubmittals received from the laboratory
in response to CCS must be used by the reviewer.

SATD

LM

Gaf O



STANCARD CF TG FROCEILRE Page: 3 of 36
Date: March 1989
Revisicn 6
PACKAGE CCMPLETENESS AND CELIVERABLES CASE NUMBER:
LAB:
SITE:
1.0 Data Completeness and Deljverables YES NO N/A
1.1 Have any missing deliverables been received and added (] _
to the data package.
ACTION: Call lab for explanation / resubmittal of any
missing deliverables. If lab cannot provide them,
note the effect on review of the package under
the "Contract Problems/Non-compliance! section
of reviewer narrative.
1.2 Was SMO CCS checklist included with package? (] _ —
2.0 Cover letter/Case Narratjve
2.1 Is the Narrative or Cover letter present? (] -
2.2 Are Case Number and/or SAS number contained in the
Narrative or Cover letter? {1 _
3.0 Data Valjdatjon Checklist

The following checklist is divided into three parts. Part A
is filled ocut if the data package contains any VOA analyses,
Part B for any BMA analyses and Part C for Pesticide/PCBs.

Does this package contain:

VCA data? - _
BNA data? —_— —
Pesticide/PCB data? —_ -

ACTION: Camplete correspording parts of checklist.

S

(SR

{101

A
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STANLARD UrhRALLNG PHALLURE rage: <

Date: March 1989

oL

Revision 6

5]

P A: VCA XS

1.0 Traffic Re and tory N tive

1.1

1.2

Are the Traffic Report Forms present for all samples? {1

ACTION: If no, contact lab for replacement of missing
or illegible ccpies.

Do the Traffic Reports or lab Narrative indicate any

problems with sample receipt, condition of samples,

analytical problems or special notations affecting

the quality of the data? —

ACTICON: Use professicnal judgement to evaluate the
effect on the quality of the data.

ACTICN: If any sample analyzed as a soil contains more
than 50% water, all data should be rejected.

ACTION: If both VOA vials for a sample have air bubbles,
flag all pesitive results "J" and all non
—detects "R". '

2.0 Holding Times
2.1 Have any VOA holding times, determined from date of

collection to date of analysis, been exceeded? —

If unpreserved, aquecus aromatic volatiles must be analyzed
within 7 days of collection and non-arcmatic volatiles must
be analyzed within 14 days. If preserved with hydrochloric
acid and stored at 4°C, then both aromatic and non-arcmatic
volatiles must be analyzed within 14 days. If uncertain
about preservation, contact the sampler to determine whether

the samples were preserved.
A ten-day holding time for soil samples is recommended.
Tab) ¢ Holding Time Violati

(See Traffic Report)
Sample Date Date lab Date

Sample Matrix Preserved ? Sampled Received Analyzed

ACTION: If holding times are exceeded, flag all positive results as
estimated ("J") and sample quantitation limits as stmated
("uJ"), and document in the narrative that holding times
were exceeded.

N/A

T

T

):5 '1 1 %]



STANDARD OPErALLNG PrALLURE rage: > or 36
Date: March 1989
Revision 6

YES NO  N/A

If analyses were done more than 14 days beyond holding time,
either cn the first analysis or upon reanalysis, the reviewer
must use professicnal judgement to determine the reliability
of the data and the effects of additional storage on the
sample results. The reviewer may determine that non-detect
data are unusable ("R").

3.0 Surrogate Recovery (Form II)
3.1 Are the VOA Surrogate Recovery Summaries (Form II) present

3.2

3.3

3.4

for each of the following matrices:

a. Low wWater ] - _
b. Med Water )
c. Low Soil ‘ (] -
d. Med Soil )

Are all the VOA samples listed on the appropriate Surrcgate
Recrery Summaries for each of the following matrices:

a. Low Water —)
b. Med Water ) .
c. Low Soil ]
d. Med Soil (—! — —

ACTION: Call lab for explanation / resubmittals. If
missing deliverables are unavailable, document
effect on data under "Conclusions' secticn of

reviewer narrative.
Were outliers marked correctly with an asterisk? (] _ -
ACTION: Circle all ocutliers in red.

Was one or more VOA surrogate recovery outside of contract

specifications for any sample or methcd blank? - —] —
If yes, were samples reanalyzed? 1] —_ —
Were methed blanks reanalyzed? )] —_ —

ACTION: If surrocgate recoveries are > 10% but all do not
meet SOW specifications:

1. Flag all positive results as estimated ('.'J") .
2. Flag all non-detects as estimated detection
limits ("UJ").

L0

TOO

S0



STANIARD OPERATING PROCEDURE

Page:
Date:

6 of
March 1989

Revision 6

1f any surrogate has a recovery of <10% :

1. Flag all positive results as estimated ("J").
2. Flag all non-detects as unusable ("R").

Professional judgement should be used to qualify
data that have method blank surrogate recoveries
out of specification in both original and re-
analyses. Check the internal standard areas.

3.5 Are there any transcription/calculation errors between raw
data and Form II?

ACTICQN:

If large errors exist, call lab for explanation /
resubmittal, make any necessary corrections and
note errors under "Conclusions".

4.0 Matrix Spikes (Form III)
4.1 Is the Matrix Spike Duplicate/Recovery Form (Form III)

present?

4.2 Were matrix spikes analyzed at the required frequency
for each of the following matrices:

a. Low Water

b. Med Water
c. Low Soil
d. Med Soil

ACTIN:

If any matrix spike data are missing, take
the action specified in 3.2 above.

4.3 How many VOA spike recoveries are outside QC limits?

Water Soils

out of 10 out of 10

4.4 How many RPD's for matrix spike and matrix spike
duplicate recoveries are outside QC limits?

ACTION:

Water Soils
out of 5 ___ outof s

If MS and MSD both have less than 10% re-
covery for an analyte, negative results for
that analyte should be rejected, ard
positive results should be flagged "J".

The above applies only to the sample used

for the MS/MSD analysis. Use professional
judgement in applying this criterion to other

cammiloe in +ho rmarbiramo

YES

NO

36
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STANDARD OPERATING PROCEDURE

5.0 Blanks (Form V)
5.1 Is the Method Blank Summary (Form IV) present?

5.2 Frequency of Analysis: for the analysis of WA
TCL compounds, has a reagent/method blank been
analyzed for each set of samples or every 20 samples
of similar matrix (low water, med water, low soil,
medium soil), whichever is more frequent?

5.3 Has a WA instrument blank been analyzed at least
once every twelve hours for each GC/MS system used?

ACTION: If any method blank data are missing, call lab
for explanation / resutmittal. If not available,
reject all associated positive data ("R").

5.4 iromatography: review the blank raw data - chromatograms
{RICs), quant reports or data system printouts and spectra.

Is the chromatographic performance (baseline stability)
for each instrument acceptable for VOAS?

ACTION: Use professional judgement to determine the
effect on the data.

6.0 contamination

NOTE: 'Water blanks" and "distilled water blanks" are
validated like any other sample and are not used
to qualify data. Do not confuse them with the
other C blanks discussed below.

6.1 Do any method/instrument/reagent blanks have positive
results (ITCL and/or TIC) for VOAs? When applied as
described below, the contaminant concentration in

these blanks are multiplied by the sample Dilution
Factor.

6.2 Do any field/trip/rinse blanks have positive VOA results
(TCL arnd/or TIC)?

ACTION: Prepare a list of the samples associated
with each of the contaminated blanks.
(Attach a separate sheet.)

NOTE: Only field/rinse blanks taken the same day
as the samples are used to qualify data. Trip
blanks are used to qualify only those samples
with which they were shipped. Blanks may not
be qualified because of contamination in another
blank. Blanks may be qualified for surrogate,
spectral, tuning or calibration QC probleams.

Page: 7 of 36
Date: March 1989
Revision 6

YES ND NA

T

T

Tofry
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O LlANUARL UDLrwas Lia FroAliAunG

YES NO N/A

ACTION: Follow the directions in the table below to qualify
TCL results due to contamination. Use the largest
value from all the associated blanks.

TlSample conc > GQQLiS_ample conc < CRQL &iSample conc > CRQL
!buc < 10x blank IJ.S < 10x blank valuelvalue & >10x blank value

]

l

|

Methylene chloride {Flag sample rw:.lt%Reject sample rsult}No qualification }
I

I

|

out 'B' flag cross out 'B' flag

Acetone lwith a 'U'; cross lanr:l report CRQL: lis needed
Toluene lcut 'B' flag |<:::css out 'B' flag |
2-butancne _| . N
iSample conc > CRQLiSample conc < CRQL &iSample conc > CRQL i
’but < Sx blank lis < S5x blank value lvalue & > 5 blank value |
Other i1='lag sample rasultEReject sample resultho qualification %
Contaminants is needed l
|
!

with a 'U'; cross ‘and report CRQL;
l
i

ACTION: For TIC compounds, if the concentration in the sample is
less than five times the concentration in the mest con-
taminated associated blank, flag the sample data "R"

(unusable) .

6.3 Are there field/rinse/equipment blanks associated with every

sample?
ACTION: For low level samples, note in data assessment that
there is no associated field/rinse/equipment blank.

Exception: samples taken from a drinking water tap
do not have asscciated field blanks.

7.0 GC/MS_Tuning and Mass Calibration (Form V)

7.1 Are the GC/MS Tuning and Mass Calibration Forms (Form V)
present for Bromoflucrcbenzene (BFB)? (] —_— —

7.2 Are the enhanced bar graph spectrum and mass/charge
(m/z) listing for the BFB provided for each twelve

hour shift? (] P —_—

7.3 Has a tuning performance compound been analyzed for every
twelve hours of sample analysis per instrument? {1

-] — =

ACTION: If any tuning data are missing, take action
specified in 3.2 above.

ACTION: List date, time, instrument ID, and sample
analyses for which no asscciated GC/MS tuning
data are available.

Toh B0

o = iz )



STANDARD OPERATING FROCETURE

Page:

9

of

326

Date: March 1989
Revision 6

TIME INSTRUMENT

YES

SAMPLE NUMBERS

I I
| |
l |
I I
| |
l |
i {

|
|
l
l
!
I
i

ACTION:

If lab cannot provide missing data, reject ("R") all data

generated cutside an acceptable twelve hour calibration

interval.

7.4 Have the icn abundance criteria been met for each
instrument used?

(]

ACTION: List all data which do not meet ion abundance
criteria (attach a separate sheet).

ACTION:

If tuning calibration is in errcr, flag all
associated sample data as unusable ("R").
However, if expanded ion criteria are met
(See 1988 Functional Guidelines), the data
reviewer may accept data with appropriate

qualifiers.

7.5 Are there any transcription / calculation errors between

mass lists and Form Vs?

if errors are found, check more.)

{Check at least two values but

7.6 Have the appropriate number of significant figures (two)

been reported?

are fourd check more values.)

ACTION:

(Check at least two values, but if errors

If large errors exist, call lab for explanation /
resubmittal, make necessary corrections and note

errors under "Conclusions™.

7.7 Are the spectra of the mass calibration compound
acceptable?

ACTION:

Use professiocnal judgement to determine

whether associated data should be
accepted, qualified, or rejected.

8.0 Target Compound List (TCL) Analytes

8.1 Are the Organic Analysis Data Sheets (Form I VOA)
present with required header information on each
page, for each of the following:

a. Samples and/or fractions as appropriate

b. Matrix spikes and matrix spike duplicates

c.

Blanks

NO

N/A

Sk

T

O



STANDARD OPERATTG PROCETURE

Page: 10

Cate: March 1989

Revisiocon 6

of

36

8.2

8.4

8.5

8.6

8.7

8.8

Are the WA Reconstructed Ion Chromatograms, the
mass spectra for the identified campounds, and the
data system printouts (Quant Reports) included in
the sample package for each of the following?

a. Samples ard/or fractions as appropriate

b. Matrix spikes and matrix spike duplicates
(Mass spectra not required)

c. Blanks

ACTION: If any data are missing, take actien
specified in 3.2 above.

Are the response factors shown in the Quant Report?
Is chromatographic performance acceptable with
respect to: ’

Baseline stability

Resoluticn

Peak shape

Full-scale graph (attenuation)

Other:

ACTION: Use professicnal judgement to determine the

acceptability of the data.

Are the lab—generated standard mass spectra of the
identified VOA compourds present for each sample?

ACTION: If any mass spectra are missing, take action

specified in 3.2 above. If Lab does not
generate their own standard spectra, make

note in "Contract Precblems/Non-campliance'.

Is the RRT of each reported campound within 0.06 RRT
units of the standard RRT in the continuing calibration?

Are all iors_prsentinthestardardmssspectruryata
relative intensity greater than 10% also present in the

sample mass spectrum?

Do sample and standard relative ion intensities agree

within 20%?

ACTION: Use professional judgement to determine

acceptability of data. If it is determined

that incorrect identifications were made,
all such data should be rejected, flagged

"N" (presumptive evidence of the presence of
the campourd) or changed to not detected (at

the calculated detection limit).

YES

NO

N/A

-

Gl

T
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Revision 6

30

Iy

9.0 Tentatively Identified Compounds (TIC)

9.1 Are all Tentatively Identified Compound Forms (Form I,
Part B) present; and do listed TICs include scan nmumber
or retention time, estimated concentration ard "“J"

qualifier?

9.2 Are the mass spectra for the tentatively identified
compounds and associated ""best match’ spectra included
in the sample package for each of the following:

a. Samples and/or fracticns as apprcpriate

b. Blanks

ACTION: If any TIC data are missing, take action
specified in 3.2 above.

ACTICN: Add "J" qualifier if missing and "N"
qualifier to all identified TIC compounds
en Form I, Part B.

9.3 Are any TCL compourds (frcm any fraction) listed as
TIC campounds (example: 1,2-dimethylbenzene is xylene—
a VoA TCL—and should not be reported as a TIC)?

ACTION: Flag with "R" any TCL compound listed as a TIC.

9.4 Are all ions present in the reference mass spectrum with a
relative intensity greater than 10% alsoc present in the

sample mass spectrum?

9.5 Do TIC and "best match” standard relative ion intensities
agree within 20%?

ACTION: Use professicnal judgement to determine
acceptability of TIC identifications. If
it is determined that an incorrect identi-
fication was made, change identification to
"unknown" or to same less specific identi-
fication (example: "C3 substituted benzene'")
as appropriate.

10.0 Compound Quantjtation and Reported Detection Limits

10.1 Are there any transcription / calculation errors in
Form I results? Check at least two positive values.
Verify that the correct internal standard, quantitation
ion, and RRF were used to calculate Form I result.

Were any errcrs found?

10.2 Are the CRQLs adjusted to reflect sample dilutions
and, for soils, sample moisture?

YES

NO

N/A

1R

T

SERO



STANDARD CroraltliG PROCELLURE rage: L2 cr i
Date: March 1589
Revision 6

YES - NO N/A
ACTION: 1If errors are large, call lab for explanation /
resucmittal, make any necessary corrections and
note errors under "Conclusions'.
ACTICN: When a sample is analyzed at more than one
dilution, the lowest CRQLs are used (unless
a QC exceedance dictates the use of the higher
CRQL data from the diluted sample analysis).
Replace concentrations that exceed the calibration
range in the coriginal analysis by crossing out
the "E" value cn the original Form I and substi-
tuting it with data from the analysis of diluted
sample. Specify which Form I is to be used,
then draw a red "X" across the entire page of
all Form I's that should not be used, including
any in the summary package.
11.0 Standards Data (GC/MS)
11.1 Are the Reccnstructed Ion Chromatograms, and data
system printouts (Quant. Reports) present for initial
and continuinc calibratien? (1] _ -
ACTION: If any calibraticn standard data are missing,
take acticn specified in 3.2 above.
12.0 GE/MS Initjal Calibration (Form VI)
12.1 Are the Initial Calibration Forms (Form VI) present
arnd complete for the velatile fractien? 1] _ -
ACTICN: 1If any calibration standard forms are
missing, take action specified in 3.2 above.
12.2 Are response factors stable for volatiles over the
concentration range of the calibration (RSD <30%)? (1] - -
ACTION: Circle all cutliers in red.
ACTION: When RSD >30%, non-detects may be qualified
using professicnal judgement. Flag all
positive results "J". When RSD >90%, flag
all non-detects as unusable ("R"). (Region
II policy.)
12.3 Do any campounds have a RRF < 0.05? — ) —
ACTION: Circle all cutliers in red.
ACTICN: If any veolatile compound has an average :

RRF < 0.05, flag positive results for that
corpound as estimated ("J"), and flag non-
detects for that ccmpound as unusable ("R").

T
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12.4 Are there any transcription / calculation errors in
the reporting of average respcnse factors (RRF) or
%RSD? (Check at least two values but if errors are
fourd, check more.)

ACTION: Circle errors in red.

ACTION: If errors are large, call lab for explanation /
resubmittal, make any necessary corrections and
note errors urnder "Conclusions“.

13.0 GC/MS Continuing Caljbration (Form VII)

13.1 Are the Contimuing Calibraticn Forms (Form VII) present
ard complete for the volatile fraction?

13.2 Has a contimuing calibration standard been analyzed
for every twelve hours of sample analysis per
instrument?

ACTION: List below all sample analyses that were
not within twelve hours of the previous
continuing calibration analysis.

ACTION: If any forms are missing or no contimuing
calibration standard has been analyzed within
twelve hours of every sample analysis, call lab
for explanation / resubmittal. If continuing
calibration data are nct available, flag all
associated sample data as unusable ("R").

13.3 Do any contimuing calibration standard compourds have
a RRF < 0.05?

ACTION: Circle all outliers in red.

ACTION: If any volatile compound has a RRF < 0.05,
flag positive results for that campourd as
estimated ("J"), and flag non-detects for that

campound as unusable ("R").
13.4 Do any compounds have a % difference between initial and
continuing calibraticn RRF > 25%?

ACTION: Circle all cutliers in red and qualify associated
sample data as outlined in the table below:

—]

SR
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YES MO H/A
% DIFTERENCE
i 25-50 i S0-90 i >30 i
"J' pasitive ;'J' positive i'J' positive }
Iresu.lt:.s, no act.ionlresult's, 'LU',results, WR" |
lfc:r non detects |m:m detects Inon detects |
' | i |
13.5 Are there any transcription / calculation errors in the
reporting of average response factors (RRF) or difference
(%¥D) between initial and continuing RRFs? (Check at
least two values but if errors are fourd, check more.) - () __
ACTION: Circle errors in red.
ACTION: 1If errors are large, call lab for explanation /
resubmittal, make any necessary corrections ard
note errors urnder "Cenclusions".
13.0 Intermal Standards (Form VITI)
14.1 Are the internal standard areas (Form VIII) of every
sample and blank within the upper and lower limits
for each continuing calibration? () . -

ACTION: List all the outliers below.
Sample # Internal Std Area Lower Limit Upper Limit

(Attach additicnal sheets if necessary.)

ACTION: If the internal standard area count is ocutside the upper or
lower limit, flag with "J" all positive results and non-
detects (U values) quantitated with this internal standard.
If extremely low area counts are reported, or if performance
exhibits a major abrupt drop off, flag all associated non-
detects as unusable ("R").

14.2 Are the retention times of the internal standards within
30 seconds of the associated calibration standard? { ] -

ACTION: Professicnal judgement should be used to qualify
data if the retention times differ by more than

30 secords.

S
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15.0 Field Duplicates

15.1 Were any field duplicates submitted for VOA analysis? (] -

ACTION:

ACTION:

Compare the reported results for field duplicates
and calculate the relative percent difference.

Any gross variation between field duplicate
results must be addressed in the reviewer
narrative. However, if large differences exist,
jdentification of field duplicates should be
confirmed by contacting the sampler.

S
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YES NO  N/A
PART B: ENA ANALYSES

1.0 Traffic Reports and Laboratory Narrative
1.1 Are the Traffic Report Forms present for all samples? 1

ACTION: If no, contact lab for replacement of missing
or illegible copies.

1.2 Do the Traffic Reports or lab Narrative indicate any
problems with sample receipt, condition of samples,
analytical problems or special notations affecting
the quality of the data?

ACTION: Use professicnal judgement to evaluate the
effect on the quality of the data.

ACTION: If any sample analyzed as a soil contains more
than 50% water, all data should be rejected.

2.0 Holding Times

2.1 Have any BNA holding tires, determined from date of
collection to date of extracticn, been exceeded?

Samples for BNA analysis, both soils and waters,
must be extracted within seven days of the date of
collection. Extracts must be analyzed within 40
days of the date of extraction.

[e] i i Violati
(See Traffic Report)

Sample Date Date Lab Date Date
Sample Matrix Sampled Received Extracted Analyzed

100

ACTION: 1If holding times are exceeded, flag all positive results as
estimated ("J") and sample quantitation limits as estpnated
("uI"), and document in the narrative that holding times
were exceeded.

TO0

QL
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If analyses were done more than 14 days beyond holding time,
either on the first analysis or upon reanalysis, the reviewer
nust use professicnal judgement to determine the reliability
of the data and the effects of additional storage on the
sample results. The reviewer may determine that non-detect
data are umusable ("R").
3.0 Surycgate Recovery (Form II)
3.1 Are the BNA Surrocgate Recovery Summaries (Form II) present
for each of the following matrices:
a. ILow Water 1] _ .
b. Med Water 1 __
c. Low Soil (] _
d. Med Soil ] __
3.2 Are all the BNA samples listed on the appropriate Surrogate
Recovery Summaries for each of the following matrices:
a. Low Water (] —_— —
b. Med water (—] @ — @ —
c. Low Soil (] —_— —
d. Med Soil N
ACTION: cCall lab for explanation / resubmittals. If
missing deliverables are unavailable, document
effect on data under "Conclusions" section of
reviewer narrative.
3.3 Were ocutliers marked correctly with an asterisk? (] - —_—
ACTION: cCircle all cutliers in red.
3.4 Were two or more base-neutral OR acid surrogate recoveries
out of specification for any sample or method blank? —_— () —
If yes, were sanples reanalyzed? () —_— —
Were method blanks reanalyzed? (] —_ -
ACTION: If all BNA surrogate recoveries are > 10% but two =
within the base-neutral or acid fraction do not
meet SOW specifications, for the affected f{raction -
fo! i.e. neut OR acj : =
1. Flag all positive results as estimated ("J").
2. Flag all non-detects as estimated cetection 5

limits ("WI").
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If any base-neutral Qr acid surrogate has a

recovery of <10% :

1. Flag all positive results for that fraction
(i.e. all acid gr base-neutral compounds) "J".

2. Flag all non-detects for that fraction "R".

Professional judgement should be used to qualify
data that have method blank surrogate recoveries
out of specification in both original and re-
analyses. Check the internal standard areas.

3.5 Are there any transcription/calculation errors between raw
data and Form II?

ACTION: If large errors exist, call lab for explanation /

resubmittal, make any necessary corrections and
note errors under "Conclusions”.

4.0 Matrix Spikes (Form III)

4.1 Is Uie Matrix Spike Diplicate/Recoveqr Form (Form III)
present?

4.2 Were matrix spikes analyzed at the required frequency
for each of the following matrices:

a. Low Water

h. Med Water
c. Low Soil
d. Med Soil

ACTION: If any matrix spike data are missing, take
the action specified in 3.2 above.

4.3 How many BNA spike recoveries are outside QC limits?
Water Soils

out of 22 @ _ ___ _. out of 22
4.4 How many RPD’s for matrix spike and matz"ix spike
duplicate recoveries are outside QC limits?

Water SQils
out of 1l _____outofll

ACTION: If MS and MSD both have less than 10% recovery
for an analyte, negative results for that
analyte should be rejected, and positive
results should be flagged "J". The above
applies only to the sample used for MS/MSD
analysis. Use professional judgement in

aremvivine fhie ~ritoarian fAa Athar caomwniloc
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5.0 Blanks (Form IV)

6.0

5.1

5.2

5.3

Is the Method Blank Summary (Form IV) present?

Frequency of Analysis: for the analysis of BNA

TCL campourds, has a reagent/method blank been
analyzed for each set of samples or every 20 samples
of similar matrix (low water, med water, low soil,
medium soil), whichever is more frequent?

Has a BNA instrument blank been analyzed at least
once every twelve hours for each GC/MS system used?

ACTION: If any method blank data are missing, call lab
for explanation / resubmittal. If not available,
reject all asscciated positive data ("R").

Chromatography: review the blank raw data - chromatcgrams

{(RICs), quant reports or data system printouts and spectra.

Is the chrumatographic performance (baseline stability)
for each instrument acceptable for BNAs?

ACTION: Use professional judgement to determine the
effect on the data.

Contamination
NOTE: "Water blanks" and "distilled water blanks" are

validated like any other sample and are not used
to qualify data. Do not confuse them with the
other QC blanks discussed below.

6.1 Do any method/instrument/reagent blanks have positive

results (TCL ard/or TIC) for BNAs? When applied as
described below, the contaminant concentration in
these blanks are multiplied by the sample Dilution
Factor.

6.2 Do any field/rinse blanks have positive ENA results

(TCL and/or TIC)?

ACTION: Prepare a list of the samples associated
with each of the contaminated blanks.
(Attach a separate sheet.)

NOTE: Only field/rinse blanks taken the same day
as the samples are used to qualify data. Blanks
may not be qualified because of contamination
in another blank. Blanks may be qualified for
surrogate, spectral, tuning or calibration QC
problems.

T
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ACTION: Follow the directions in the table below to qualify
TCL results due to contamination. Use the largest
value from all the asscciated blanks.

1Sample conc > CRQLSample conc < CRQL &;Sample conc > CRQL

I l

lbut < 10x blank  |is < 10x blank value}value & >10x blank value

Common lFlaq sample rsultheject sample re.sultltNo qualificatien

Iand report CRQL;

Phthalate lwit.h a 'U'; cross |
cross out 'B' flag |
)

Esters |lcut 'B' flag
H

is needed

!Sample conc > CRQL)Sample conc < CRQL &iSample conc > CRQL

!but:<5x blank ’is<5xblankvalue lvalue&>5blankvalue

Other {Flag sample result{Reject sample result!No qualification

Contaminants 'witn a 'U'; cross ‘
aut 'B' flag Icmss cut 'B' flag
|

and report CRQL; ‘is needed
|
1}

ACTION: For TIC campounds, if the concentration in the sample is
less than five times the concentraticon in the most con-

taminated associated blank, flag the sample data "R"
(unusable) .

6.3 Are there field/rinse/equipment blanks asscciated with every
sanple?

ACTION: For low level sarples, note in data assessment that
there is no associated field/rinse/equipment blank.
Exception: samples taken from a drinking water tap
do not have associated field blanks.

7.0 GCAMS Tuning and Mass Calibratjon (Form V)

7.1 Are the GC/MS Tuning and Mass Calibration Forms (Form V)
present for Decaflucrotriphenylphosphine (DFTFPP)?

7.2 Are the enhanced bar graph spectrum and mass/charge
(m/2) listing for the DFTPP provided for each twelve

hour shift?
7.3 Has a tuning performance campourd been analyzed for every
twelve hours of sample analysis per instrument?

ACTION: If any tuning data are missing, take action
specified in 3.2 above.

ACTION: List date, time, instrument ID, ard sample.
analyses for which no associated GC/MS tuning
data are available.

(—)

(—]
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INSTRUMENT SAMPLE NUMBERS

YES NO N/A

L}
1
1
[}
[}
1
¢
]
]
1
|
'
1
L}

ACTIQN:

If lab cannot provide missing data, reject ("R") all data

generated outside an acceptable twelve hour calibration

interval.

7.4 Have the ion abundance criteria been met for each

instnument used?

ACTION:

List all data which do not meet ion abundance

criteria (attach a separate sheet).

ACTICN:

If tuning calibration is in error, flag all

associated sample data as unusable ("R").
However, if expainded ion criteria are met
(See 1988 Functional Guidelines), the data
reviewer may accept data with appropriate

qualifiers.

7.5 Are there any transcription / calculation errors between

mass lists and Form Vs?

(Check at least two values but

if errors are found, check more.)

7.6 Have the appropriate number of significant figures (two)

been reported?

(Check at least two values, but if errors

are fournd check more values.)

ACTIQN:

If large errors exist, call lab for explanation /

resubmittal, make necessary corrections and note
errors under "Conclusions".

7.7 Are the spectra of the mass calibration compound

acceptable?
ACTION:

Use professional judgement to determine

whether associated data should be
accepted, qualified, or rejected.

8.0 Target Compourd List (TCL) Analvtes

8.1 Are the Organic Analysis Data Sheets (Form I BNA)
present with required header information on each
page, for each of the following:

a. Samples and/or fractions as appropriate

b. Matrix spikes and matrix spike duplicates

C. Blanks

Sl

T
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8.2

8.3

8.5

8.6

8.7

8.8

STANDARD OFERATING PROCEIURE Page: 22 of 16
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YES NO N/A

Are the BENA Reconstructed Icn Chuomatograms, the
mass spectra for the identified campounds, and the
data system printouts (Quant Reports) included in
the sample package for each of the following?

a. Samples and/cr fractions as appropriate

b. Matrix spikes and matrix spike duplicates
(Mass spectra not required)

c. Blanks

ACTION: If any data are missing, take action
specified in 3.2 above.

Are the response factors shown in the Quant Report?
Is chramatographic performance acceptable with
respect to:

Baseline stability

Resoluticn

Peak shape

Full-scale graph (attenuation)

Other:

ACTION: Use professiocnal judgement to determine the
acceptability of the data.

Are the lab~generated standard mass spectra of the
identified ENA compourds present for each sample?

ACTION: If any mass spectra are missing, take action
specified in 3.2 above. If lLab does not
generate their own standard spectra, make
note in "Contract Prublems/Non-compliance’.

Is the RRT of each reported compound within 0.06 RRT
units of the standard RRT in the continuing calibration?

Are all ions present in the standard mass spectrum at a
relative intensity greater than 10% also present in the

sample mass spectrum?

Do sample and standard relative ion intensities agree
within 20%?

ACTION: Use professicnal judgement to determine
acceptability of data. If it is determined
that incorrect identifications were made,
all such data should be rejected, flagged
"N" (presumptive evidence of the presence of
tne campound) or changed to not detected (at
the calculated detection limit).
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9.0 Tentatjvely Identified Compourds (TIC)

YES

9.1 Are all Tentatively Identified Compound Forms (Form I,
Part B) present; and do listed TICs include scan number
or retention time, estimated concentration and “J"

qualifier?

9.2 Are the mass spectra for the tentatively identified
compounds and associated "best match'! spectra included
in the sample package for each of the following:

a. Samples ard/cor fractions as appropriate

b. Blanks

ACTION: 1If any TIC data are missing, take action

specified in 3.2 above.

ACTION: Add "J" qualifier if missing and "N"

qualifier to all identified TIC compourds

on Foerm I, Part B.

9.3 Are any TCL compourds (from any fraction) listed as
TIC compourds (example: 1,2-dimethylbenzene is xylene——
a VOA TCL~—and should not be reported as a TIC)? _

ACTION: Flag with "R" any TCL compournd listed as a TIC.

9.4 Are all ions present in the reference mass spectrum with a
relative intensity greater than 10% also present in the

sample mass spectrum?

9.5 Do TIC and "best match" standard relative ion intensities

agree within 20%?

ACTION: Use professional judgement to determine

acceptability of TIC identifications.

If

it is determined that an incorrect identi-
fication was made, change identification to
"unknown" or to some less specific identi-
fication (example: "C3 substituted benzene'")

as appropriate.

10.0 Compound Quantjtation and Reported Detection Limits

10.1 Are there any transcription / calculation errors in
Form I results? Check at least two positive values.
Verify that the correct internal standard, quantitaticn
ion, and RRF were used to calculate Form I result.

Were any errors fourd?

10.2 Are the CRQLs adjusted to reflect sample dilutions

and, for soils, sample moisture?

NO

N/A

T
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ACTION: If errors are large, call lab for explanation /
resutmittal, make any necessary correcticns and
note errors urder "Conclusicons'.

ACTION: When a sample is analyzed at more than cne
dilution, the lowest CRQLs are used (unless
a QC exceedance dictates the use of the higher
CRQL data from the diluted sample analysis).
Replace concentrations that exceed the calibration
range in the original analysis by crossing out
the "E" value cn the original Form I and substi-
tuting it with data from the analysis of diluted
sample. Specify which Form I is to be used,
then draw a red "X" across the entire page of
all Form I's that should not be used, including
any in the summary package.

11.0 Standards Data (GC/MS)

11.1 Are the Reconstructed Ion Chromateograms, and data
system printouts (Quant. Reports) present for initial
and continuing calibraticn? {1 -

ACTION: If any calibration standard data are missing,
take action specified in 3.2 above.

12.0 GEMS Initial calibration (Form VI)

12.1 Are the Ihitial Calibration Forms (Form VI) present
and camplete for the BNA fraction? (] —

ACTION: If any calibration standard forms are
missing, take action specified in 3.2 above.

12.2 Are response factors stable for BNAs over the
concentration range of the calibration (RSD <30%)7? (1] .

ACTION: Circle all outliers in red.

ACTION: When RSD >30%, non-~detects may be qualified
using professicnal judgement. Flag all
positive results "J". When RSD >90%, flag
all non-detects as unusable ("R"). (Region

II policy.)
12.3 Do any campourds have a RRF < 0.05? -
ACTION: Circle all outliers in red.

ACTION: If any BNA compound has an average
RRF < 0.05, flag positive results for that

campourdd as estimated ("J"), and flag non-
detects for that compound as unusable ("RY).

ST
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12.4 Are there any transcripticn / calculaticn errors in
the reporting of average response factors (RRF) or

IRSD? (Check at least two values but if errors are

fourd, check more.)

ACTION: Circle errors in red.

ACTION: If errors are large, call lab for explanation /
resubmittal, make any necessary corrections and
ncte errors urder "Conclusions®.

13.0 GE/MS Continuing Calibration (Form VIT)

13.1 Are the Contimuing Calibration Forms (Form VII) present

and camplete for the BNA fraction?

13.2 Has a continuing calibration standard been analyzed
for every twelve hours of sample analysis per
instrument?

ACTION:

List below all sample analyses that were
not within twelve hours of the previous

continuing calibration analysis.

ACTION:

If any forms are missing or no continuing
calibration standard has been analyzed within

twelve hours of every sample analysis, call lab
for explanation / resubmittal.

If continuing

calibration data are not available, flag all
associated sample data as unusable ("R").

13.3 Do any contimuing calibration standard campounds have
a RRF < 0.05?

ACTION:

ACTION:

13.4 Do any campourds have a % difference between initial and
contirnuing calibration RRF > 25%?

ACTION:

Circle all cutliers in red.

If any BNA compound has a RRF < 0.05,
flag positive results for that compourd as

estimated ("J"),

campound as unusable ("R").

Circle all outliers in red and qualify associated

and flag non-detects for that

sample data as outlined in the table below:

YES NO N/A
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% DIFFERENCE
i 25-50 i 50~90 i >90 i
}'J' positive {'J' positive }'J' positive }
lr&sults, no actmnlresults, 'tn“’rcsults, "R '
| I | |
1 ! H 1}

13.5 Are there any transcription / calculation errors in the
reporting of average response factors (RRF) or difference
(3D) between initial and contimuing RRFs? (Check at
(]

least two values but if errors are found, check more.)

ACTION: Circle errors in red.

ACTION: If errors are large, call lab for explanation /
resubmittal, make any necessary corrections and
note errors urder "Conclusions”.

14.0 Intemmal Standards (Form VIII)

14.1 Are the internal standard areas (Form VIII) of every
sample ard blank within the upper and lower limits
(]

for each continuing calibration?

ACTION: List all the cutliers below.

Sample # Internal Std Area Lower Limit Upper Limit

(Attach additional sheets if necessary.)

If the internal standard area count is outside the upper or
lower limit, flag with "J" all positive results and non-
detects (U values) quantitated with this intermal standard.
If extremely low area counts are reported, or if performance
exhibits a major abrupt drop off, flag all associated non-
detects as unusable ("R").

14.2 Are the retention times of the internal standards within
30 secords of the associated calibration standard? (]

ACTION:

ACTION: Professicnal judgement should be used to qualify
data if the retention times differ by more than

30 secords.
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YES NO  N/A
15.0 Field Duplicates

15.1 Were any field duplicates submitted for BNA analysis? ()

ACTION: Caompare the reported results for field duplicates
and calculate the relative percent difference.

ACTION: Any gross variation between field duplicate
results must be addressed in the reviewer
narrative. However, if large differences exist,
jdentification of field duplicates should be
confirmed by contacting the sampler.

T
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EART C: PESTICIDE/PCH ANALYSES
1.0 Txaffic Reports and [aboratory Narrative
1.1 Are the Traffic Report Forms present for all samples? L]

ACTION: If no, comtact lab for replacement of missing
ar illegible copies.

1.2 Do the Traffic Reports or lLab Narrative irdicate any
problems with sample recaipt, cardition of samples,
analytical problems or special notaticns affecting
the quality of the data? [

ACTICN: Use professional judgement to evaluate the
effect on the quality of the data.

ACTION: If any sample analyzed as a soil contains more
than 50% water, all data should be rejected.

2.0 Holding Times
2.1 Have any PEST/PCB holding times, determined from dates of
collection to data of extracticn, been exceeded? { ]

Samples for PEST/FCB analysis, both soils and waters,
must be extracted within seven days of the date of
collection. Extracts must be analyzed within 40
days of the data of extraction.

3.0 Surrocate Recovery (Form IT)

3.1 Are the PEST/PFCB Surrogate Recovery Summaries (Form II)
present for each of the following matrices:

a. Iow Water ()
b. Med Water ]
c. Llow Soil . )
d. Med Soil ]

3.2 Are all the PEST/FCB samples listed on the apprupri;ta
Surrogats Recovery Summaries for each cf the following

matrices:

a. Low Water ] — -
b. Med Water ] @ — -
c. Low Soil (—] @ — =

d. Med Soil (] —_ -

sl
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ACTION: Call lab for explanation / resubmittals. If
missing deliverables are unavailable, document
effect on data under "Conclusions® section of

reviewer narrative.
3.3 Were outliers marked correctly with an asterisk? (1 . o
ACTI(N: Circle all ocutliers in red.

3.4 Was surrogate (DBC) recovery outside of the contract
specification for any sample or blank? I G

ACTION: No qualification is done if surrogates are diluted beyond
detection. If recovery is below contract limit (but above
zero), flag all results for that sample "J". If recovery is
zero, flag positive results "J" and non-detects "R". If
recovery for the blank is zero, flag non-detects for all
associated samples "R". If recovery is above contract
limit, flag all positive results for that sample "J", unless
in the reviewers professional judgement the high recovery
is due to co-eluting interference (check the associated
blank - if recovery is high there also, flag the sample

data).

3.5 Are there any transcription/calculation errors between raw
data and Form II? e -

ACTION: If large errors exist, call lab for explanation /
resubmittal, make any necessary corrections and
note errors under “"Conclusions”.

4.0 Matrix Spikes (Form III)

4.1 Is the Matrix Spike Duplicate/Recovery Form (Form III)
present?

4.2 Were matrix spikes analyzed at the required frequency
for each of the following matrices:

a. Low Water

b. Med Water ' —_——
c. Low Soil ( ..l -
d. Med Soil (1

ACTION: If any matrix spike data are missing, take
the action specified in 3.2 above.

4.3 How many PEST/PCB spike recoveries are outside QC limits?
Water Soils

out of 12 out of 12

TOO S0
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YES NO N/A
4.4 How many RPD’'s for matrix spike and matrix spike

duplicate recoveries are outside QC limits?
Water Soils
out of 6 L out of 6

ACTION: If MS and MSD both have less than zero recovery
for an analyte, negative results for that
analyte should be rejected, and positive
results should be flagged "J". The above
applies only to the sample used for MS/MSD
analysis. Use professional judgement in
applying this criterion to other samples.

5.0 Blanks (Form IV)
5.1 Is the Method Blank Summary (Form IV) present? ( ]

5.2 Frequency of Analysis: for the analysis of Pesticide
TCL compounds, has a reagent/method blank been
analyzed for each set of samples or every 20 samples
of similar matrix (low.water, med water, low soil,
medium soil), whichever is more frequent? [ ]

5.3 Cromatography: review the blank raw data -
chromatograms, quant reports or data system printouts.

Is the chromatographic performance (baseline stability)
for each instrument acceptable for PEST/PCBs? [ ]

ACI'TON: Use professional judgement to determine the
effect on the data.

6.0 Contamination

NOTE: "Water blanks" and "distilled water blanks" are
validated like any other sample and are not used
to qualify data. Do not confuse them with the
other QC blanks discussed below.

6.1 Do any method/instrument/reagent blanks have positive
results for PEST/P(Bs? When applied as described
below, the contaminant concentration in these blanks
are multiplied by the sample Dilution Factor. ( ]

6.2 Do any field/rinse blanks have positive PEST/PCB
results? . {_ ]

ACTION: Prepare a list of the samples associated
with each of the contaminated blarnks.
(Attach a separate sheet.)

]
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YES NO N/A
NOTE: Only field/rinse blanks taken the same day
as the samples are used to qualify data. Blanks
may not be qualified because of contamination
in another blank. Blanks may be qualified for
surrogate, spectral, tuning or calibration QC
problems.

ACTION: Follow the directions in the table below to qualify
TCL results due to contamination. .Use the largest
value fram all the associated blanks.

Sample conc > CRQL| Sample conc < CROL &, Sample conc > CROL
but < 5x blank is < 8x blank value , & > 5x blank value
|

with a "U"; cross , ard report CRQL; is needed
out "B" flag cross out "B" flag

]

I

|

b

i |

Flag sample result, Reject sample result, No qualification

[}

i

:

1

6.3 Are there field/rinse/equipment blanks associated with every
sample? _ (_1 - —_—

ACTION: For low level samples, note in data assessment that
there is no associated field/rinse/equipment blank.
Exception: samples taken from a drinking water tap
do not have associated field blanks.

7.0 calibration and GC Performance

7.1 Are the following Gas Chromatograms and Data System
Printouts for both Primary and Confirmation
(confirmation standards not required if there
are no positive results above CRQL) colum present:

a. Evaluation Standard Mix A (.1}

b. Evaluation Standard Mix B (.1 __. —
C. Evaluation Standard Mix C (1 _._ —
d. Individual Standard Mix A (1 ...

e. Individual Standard Mix B (.1 _

f. Multi-component Pesticides Toxaphene & Chlordane [ ] =
g. Aroclors 1016/1260 : () 2

—
——
IRRIN]

h. Aroclors 1221, 1232, 1242, 1248, and 1254

ACTION: If no, take action specified in 3.2 above

LD
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YES
7.2 Is Form VIII Pest-l1 rresent and camplete for each GC
column (primary and cocnfirmaticn) and each 72 hour

NO

N/A

sequence of analyses? (1]
ACTION: If no, take action specified in 3.2 above.

7.3 Are there any transcription/calculation errors between raw
data and Foerm VIII? (

ACTION: If large errcrs exist, call lab for explanation /
resubmittal, make any necessary corrections amd
note errors urder '"Conclusions'.

7.4 Has the total breakdown on quantitation or confirmation
column exceeded 20% fcr COT? {

- for Bxdrin? [

or if BErdrin aldehyde and 4,4'-DDD co-elute and there is a
peak at their retenticn time, has the ccmbined DOT and Endrin
breakdown exceeded 20%? (

ACTION:
a. If DOT breakdown is greater than 20% on quantitation column

beginning with the sarples following the last in contro]l standard:

1. Flag all positive DDT results "J",

2. If DOT was not cetected but DDD and/or DDE are positive,
flag the DDOT ncn-detect "R".

3. Flag positive DDD and DDE results "JN".

4. If DOT breakdown is > 20% on confirmation colum and DOT
is identified cn quantitation column but not on confirmaticn
column, use prrfessional judgement to determine whether DOT
should be reported on Form I (if reported, flag result "N").

b. If Erdrin breakdown is > 20% on quantitation column, beginning with

the samples following the last in control standard:

1. Flag all positive Erdrin results "J".

2. If Exdrin was not detected, but Endrin Aldehyde and/or Endrin
Ketone are positive, flag the Endrin non-detect "R".

3. Flag Erdrin Ketcne positive results "JN".

4. If Endrin breakdown is > 20% on confirmaticn column and
Endrin is identified on quantitation column but not on
confirmation column, use professicnal judgement to
determine whether Endrin should be reported on Form I
(if reported, flag result "N").

c. If the cambined breakdown is used (it can only be used
if the conditions in 7.4 above are met) and is > 20% on
quantitation column beginning with the last in control
standard, take the actions specified in 7.4 a and b above.
If the combined breakdown is >20% on confirmation column
and Endrin or DOT is identified on gquantitation column
but not on confirwmation column, use professicnal judgement
to determine whether Erdrin or DOT should be reported on
Form I (if reported, flag result '"N").
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7.5 Is the linearity checK RSD of all fcur calibraticn factors
<10% for the quantitaticn column?

ACTION: If no, flag positive hits for all pesticide and FCB

YES NO  N/A

(!

analytes "J" for all associated samples. Do not flag
toxaphene or DOT if they are quantified fram a 3-point

calibration curve.

7.6 Is the % difference between the EVAL A ard each analysis
(quantitation and confirmation) DBC retenticn time within
QC limits (2% for packed column, 0.3% for capillary [I.D.
< 0.32 mm}, 1% for megabore (0.32 < I.D. < 2 mm]) ?

ACTION: DBC retention time cannot be evaluated if
DBC is not detected. If it is present and
has a retention time cut of QC limits, then
use professiocnal judgement to determine the
reliability of the analysis and flag results
"R", if appropriate.

7.7 Was the proper analytical sequence followed for each
72 hour period of analyses (page PEST D-36 in 8/87 SOW).

ACTION: If no, use professicnal judgement to
determine the severity of the effect
on the data and accept or reject it
accordingly. Generally, the effect
is negligible unless the sequence was
grossly altered cr the calibration was
also out of limits.

8.0 Pesticide/PCB Standards

8.1 Is Form IX present ard complete for each GC column and
72 hr sequence of analyses?

ACTION: If no, take acticn specified in 3.2 above.

8.2 Are there any transcription/calculation errors between
raw data and Form IX?

ACTION: If large errors exist, call lab for explanation /
resubmittal, make any necessary corrections and
note errors urder ''Conclusions'.

8.3 Is DDI' retention time for packed columns > 12 min
(except OV-1 and OV-101 columns)?

ACTION: If no, check that there is adequate resolution
between individual cemponents. If not, flag
results for campounds that interfere with each
other (co—elute) "R",

8.4 Do all standard retention times fall within the windows
 established for the first IND A and IND B analyses?

GLin
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8.5

YES NO N/A

ACTION: Beginning with the samples following the

last in _control standard, check to see if

the chromatograms contain peaks within an

exparded window surrcunding the expected

retenticn times. If no peaks are fourd ard,

DBC is visible non-detects are valid. 1If

peaks are present and cannot be identified

through "pattern recognition" or a consistent

shift in standard retention times, flag all

affected campourd results "R".

Are the contimuing calibration standard calibration

factors within 15% (for quantitation column) or

20% (for confirmation column) of the initial (at

beginning of 72 hr sequence) calibration factors? (]

ACTION: If no, flag all associated positive results
"J", Use professional judgement to determine
whether or not to flag non-detects.

9.0 Pesticide/PCB Identification

9.1

8.2

9.3

Is Form X complete for every sarple in which a

pesticide or PCB was detected? ( )
ACTION: If no, take action specified in 3.2 above.

Are there any transcription errors between raw

data and Form X? (1]

ACTION: If large errors exist, call lab for explanation /
resubmittal, make any necessary correcticns and
note errors under "Conclusions'.

Are retention times of sample campounds within the
calculated retention time windows for both quantitation

and confirmation analyses? (]
Was GC/MS confirmation provided when required (when

campourd concentration is > 10 ug/ml in final extract)? (]

ACTION: Reject ("R") all positive results (meeting
quantitation column criteria, but missing
confirmation by a second column or GC/MS (if
appropriate). Also, reject ("R") all positive
results not meeting retention time window
criteria unless associated standard compourds
are similarly biased (i.e. base on RRT to DEC).

Check chramatograms for false negatives, especially for
the multiple peak components toxaphene and FCB's. Were
there any false negatives? — [

ACTION: If appropriate PCB standards were not analyzed,
or if the lab performed no confirmation analysis,
flag the appropriate data with an "R".
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YES NO N/A
~ 10.0 Compound Quantitaticn and Reported Detection Limits

10.1 Are there any transcription / calculation errors in
Form I results? Check at least two positive values.
Were any errors found? { ]

NOTE: Simple peak pesticide results can be checked for
rough agreement between quantitative results
cbtained on the two GC columns. The reviewer
should use professional judgement to decide
whether a much larger concentration cbtained
on cne column versus the other indicates the
presence of an interfering campound. If an
interfering compourd is indicated, the lower
of the two values should be reported and
qualified as presumptively present at an
estimated quantity ("JN"). This necessitates
a determination of an estimated concentration
on the confirmation column. The narrative
should indicate that the presence of interferences
has obscured the attempt at a second column
confirmaticn,

10.2 Are the CRQLs adjusted to reflect sample dilutions
and, for soils, sample moisture? { ]

~ ACTION: If errors are large, call lab for explanation /
resubmittal, make any necessary corrections and
fiote errors under "Conclusions'.

ACTION: Wwhen a sample is analyzed at more than one
dilution, the lowest CRQLs are used (unless
a C exceedance dictates the use of the higher
CRQL data from the diluted sample analysis).
Replace concentrations that exceed the calibration
rarge in the original analysis by crossing out
the "E" value on the original Form I and substi-
tuting it with data from the analysis of diluted
sample. Specify which Form I is to be used,
then draw a red "X" across the entire page of
all Form I's that should not be used, including
any in the sumary package.

11.0 Chromatogram Quality
11.1 Were baselines stable? (]

11.2 Were any electropositive displacement (negative
peaks) or unusual peaks seen?

11.3 Were early eluting peaks (for early eluting
analytes) resolved to

ACTION:

For 11.1 and
reject ("R")
sufficiently

baseline?

11.2, comment only. For 11.3,
those analytes that are not
resolved.
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YES NO N/A
-2.0 Fleld Duplicates
12.1 Were any field duplicates submitted for PEST/FCB
analysis? (]

ACTION: Compare the reported results for field duplicates
ard calculate the relative percent difference.

ACTION: Any gress variation between field duplicats
results mist be addressed in the reviewer
narrative. However, if large differences exist,
identification of field duplicates shculd be
confirmed by contacting tha sampler.
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ATTACHMENT 1
SOP NO. Hw-b
PAGE ()F
TOTAL REVIEW

CLP DATA ASSESSMENT

Functional Guidelines for Evaluating Organics Analysic

Case No. L SDG No. _ _LABORATORY SITE

DATA ASSESSMENT:

The current functional guidelines (1988) for evaluating organic
data have been applied.

All data are valid and acceptable except those analytes which
have been qualitied with a "J" (estimated), "U" (non-cdecects), "R"
(unusable) ,or "JN" (presumptive evidence for the presence of the
material at an estimated wvalue). All action 1s detailed on the

attached sheets.

Two facts should be noted by all data users. First, the "R"
flag means that the associated value is unusable. In other words,
due to significant QC problems the analysis is invalid and provides
no_jinformation as to whether the compound is present or not. "R"
values should not appear on data tables because they cannot be
relied upon, even as a last resort. The second fact to keep in
mind is that no compound concentration, even 1f it has passed all
QC tests, 1s guarantegeed to he accurate. Si.rict 0OC serves (o
increase confidence in data but any value potentially contains
error.

Reviewer's
Signature: ) . Date:__/ . _/19 _.

Verified By: _ o Date: _/ _. /19
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ATTACHMENT 1 PAGE b
SOP NO. liW-o

DATA ASSESSMENT:
}. HOLDING TIME:

The amount of an analyte in a sample can change with time e
to chemical instability, degradation, volatilization, etc. It rthe
specified holding time is exceeded, the data may not he wvalid.
Those analytes detected in the samples whose holding time has becn
exceeded will be qualified as estimated, "J". The non-rietecr:
(sample quantitation limits) will be flagged as estimafred, "I", or
unusable, "R", 1f the holding times are grossly exceeded.

The following action was taken in the samples and analytes
shown due to excessive holding time.
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PAGE. OF
ATTACHMENT |
SUP NO. HW-b

DATA ASSESSMENT:

-

2. BLANK CONTAMINATION:

Quality assurance (QA) blanks, i.e., method, trip field, rinse
and water blanks are prepared to identify any contamination which
may have been introduced into the samples during sample preparation
or field activity. Method blanks measure laboratory contamination.
Trip blanks measure cross-contamination of samples during shipment.
Field blanks measure cross- contamination of samples during field
operations. If the concentration of the analyte is less than 5
times the blank contaminant level (10 times for the common
contaminants), the analytes are qualified as non- detects, "U".

The following analytes in the samples shown were qualified with "U"
for these reasons:

A) Method blank contamination

B) Field or rinse blank contamination ("water blanks" or
*distilled water blanks" are validated like any other sample)

C) Trip blank contamination
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PAGE  OF
ATTACHMENT 1
SOP NO. HW-6

DATA ASSESSMENT:
3. MASS SPECTROMETER TUNING:

Tuning and performance criteria are established ro consurne

adequate mass resolution, proper identification of compounrs, and
to some degree, sufficient instrument sensitivity. These critar:a
are not sample specific. Instrument performance 1is determiner|

using standard materials. Therefore, these criteria should be me-~
in all circumstances. The tuning standard for volatile organic:
is bromofluorobenzene {BFB) and for semi-volatiles 13
decafluorotriphenyl- phosphine (DFTPF).

If the mass calibration is in error, all associated data wilil
be classified as unusable, "R".
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ATTACHMENT | PAGE OF
SOP NO. HW-»o

DATA ASSESSMENT:

4. CALIBRATION:

Satisfactory instrument calibration is established to ennnure
that the instrument is capable of producing acceptable quantitative
data. An initial calibration demonstrates that the instrument 15
capable of giving acceptable performance at the beginning of an
experimental sequence. The continuing calibration checks document

that the instrument is giving satisfactory daily performance.

A) RESPONSE FACTOR:

The response factor measures the instrument's response to
specific chemical compounds. The response factor for the Target
Compound List (TCL) must be > 0.05 in both the 1initial and

continuing calibrations. A value < 0.05 indicates 2 serious
detection and quantitation problem (poor sensitivity). Analytes
detected in the sample will be qualified as estimated, "J". All

non-detects for that compound will be rejected ("R").
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ATTACHMENT ! PAGE OF

SOP NO. HW-»o

DATA ASSESSMENT:
5. CALIBRATION:

A) PERCENT RELATIVE STANDARD DEVIATION (%RSD) AND PERCENT
DIFFERENCE (%D} :

Percent RSD is calculated from the initial calibration and ig
used to indicate the stability of the specific compound response
factor over increasing concentration. Percent D compares rhe
response factor of the continuing calibration check to the mean
response factor (RRF) from the initial calibration. Percent D is
a measure of the instrument's daily performance. Percent RSD must
be <30% and %D must be <25%. A value outside of these limits
indicates potential detection and quantitation errors. For these
reasons, all positive results are flagged as estimated, "J" and
non-detects are flagged "UJ" (if %D or RSD »>50%). If there is a
gross deviation of %RSD and %D, the non-detects may be rejected

( "R" ) .

For the PCB/PESTICIDE fraction, %RSD for aldrin, endrin, DDT,
and dibutylchlorendate must not exceed 10%. Percent D must be

within 15% on the quantitation column and 20% on the confirmation

column.
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ATTACHMENT PAGE OF

SOP NO. HW-6

DATA ASSESSMENT:

6. SURROGATES:

All samples are spiked with surrogate compounds prior to sample
preparation to evaluate overall Ilaboratory pertormance and
efficiency of the analytical technique. If the measured surrogatle
concentrations were outside contract specifications, qualifications
were applied to the samples and analytes as shown below.
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ATTACHMENT 1 PAGE OF
SOP NO. HW-b

DATA ASSESSMENT:
7. INTERNAL STANDARDS PERFORMANCE:

Internal standard (IS) performance criteria ensure that the
GC/MS sensitivity and response are stable during every expertmentad!
run. The internal standard area count must not vary by more than
a factor of 2 (-50% to +100%) from the associated continuing
calibration standard. The retention time of the internal standard
must not vary more than +30 seconds from the associated continuing
calibration standard. If the area count is outside the (-50% to
+100%) range of the associated standard, all of the positive
results for compounds quantitated using that IS are qualified as
estimated, "J", and all non-detects as "UJ", or "R" if there is a
severe loss of sensitivity.

If an internal standard retention time varies by more than 390
seconds, the reviewer will use professional judgment to determine
either partial or total rejection of the data for that sample
fraction.
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ATTACHMENT | PAGE OF
SOP NO. HW-6

DATA ASSESSMENT:
8. COMPOUND IDENTIFICATION:
A) VOLATILE AND SEMI-VOLATILE FRACTIONS:

TCL compounds are identified on the GC/MS by using the
analyte’s relative retention time (RRT) and by comparison to tlie
ion spectra obtained from known standards. For the results to he
a positive hit, the sample peak must be within # 0.06 RRT units of
the standard compound and have an ion spectra which has a ratio of
the primary and secondary m/e intensities within 20% of that in the
standard compound. For the tentatively identified compounds (TIC)
the ion spectra must match accurately. In the cases where there
is not an adequate ion spectrum match, the laboratory may have
provided false positive identifications.

B) PESTICIDE FRACTION:

The retention times of reported compounds must fall within the
calculated retention time windows for the two chromatographic
columns and a GC/MS confirmation is required if the concentration
exceeds 10 ng/ml in the final sample extract.
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ATTACHMENT 1 PAGE OF

SOP NO. HW-6

DATA ASSESSMENT:
9. MATRIX SPIKE/SPIKE DUPLICATE, MS/MSD:

long-term

The MS/MSD data are generated to determine the
various

precision and accuracy of the analytical method in
matrices. The MS/MSD may be used in conjunction with other QC
criteria for some additional qualification of the data.
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ATTACHMENT 1 PAGE  OF
SOP NO. HW-6

DATA ASSESSMENT:
10. OTHER QC DATA OUT OF SPECIFICATION:

SYSTEM PERFORMANCE AND OVERALL ASSESSMENT (continued on next

11.
page if necessary):

12. CONTRACT PROBLEMS NON-COMPLIANCE:

13. This package contains re-extraction, re-analysis or
dilution. Upon reviewing the QA results, the following form

I(s) are identified to be used.
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ATTACHMENT | PAGE F
S0P NO. tHW-6

DATA ASSESSMENT:

11. SYSTEM PERFORMANCE AND OVERALL ASSESSMENT (continued):
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INTRODUCTION

This document 1s designed to offer guidance 1n analytical data
evaluation and validation for Inorganic data produced by laboratories
participating in the EPA Contract Laboratory Program (CLP) or operating under
CLP analytical protocols. These Guidelines have been updated to 1nclude
requirements 1n the Inorganic Statement of Work (SOw) 7,/88, including the June
1989 revisions,

In some aspects, the document is equivalent to a Standard Operating
Procedure (SOP). In other, more subjective areas, only general guidance 1s
offered due to the complexities and uniqueness of data relative to specific
samples. Those areas where specific SOPs are possible are primarily areas 1in
which definitive performance requirements are established. These requirements
are concerned with specifications that are not sample dependent, but rather are
assoclated with performance criteria on matters that should be fully under a
laboratory’s control. These specific areas 11nclude blanks, calibration
standards, calibration verification standards, laboratory control standards, and
interference check standards.

The document 1is intended to assist teghnical review of the data.
while scme areas of overlap between technical review and Contract Compliance
Screening (CCS) may exist, determining contract compliance 3is not intended to
be an objective of these guidelines.

At times, there may be an urgent need to use data which do not meet
all contract requirements and technical criteria. Use of these data does not
constitute either a new requirement standard or full acceptance of the data.
Any decision %0 use data for which performance criteria have not been met 1s
strictly to facilitate the progress of projects reguiring the availability of
the data. A contract laboratory submitting data which are out of specification
may be required to reanalyze samples or resubmit data even if the previously
submitted data have been utilized due to urgent program needs. Data which do
not meet specified requirements are never fully acceptable. The only exception
to this is 1n the area of specifications for 1ndividual sample analyses. If the
nature of the sample itself 1imits the attainment of specifications, appropriate
allowances must be made. The overriding concern of the Agency is to obtain data
which are technically valid and legally defensible.

A1l data reviews must have, as a cover sheet, the Inorganic Regional
Cata Assessment (IRDA) form. A copy of this form is attached at the end of this
document. If mandatory actions are required, they should be specifically noted
on this form. In addition, this form is to be used to summarize deficiencies
requiring attention, as well as general laboratory performance and any
discernible trends in the quality of the data. This form is not a replacement
for the data review. Sufficient supplementary documentation must accompany the
form to clearly identify the problems associated with a Case or Sample Delivery
Group. The form and any supplemental review documentation must accompany the
laboratory data forwarded to the intended data recipient (¢lient) or user. A
copy of the form and review documentation must be submitted to the Contract
Laboratory Program Quality Assurance Officer (CLP/QAQ), the Regional Deputy
Project Officer (DPO) having assigned oversight responsibility for the laboratory
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producing the data, and the Environmental Monitoring Systems Laboratory in Las
Vegas, Nevada (EMSL-LV).

It 1s the responsibility of the data reviewer to notify the
appropriate Regional DPQO concerning problems and deficiencies with regard to
laboratory data. If there is an urgent requirement, the OPO may be contacted
by telephone to expedite corrective action. It is recommended that all items
for DPO action be presented at one time. In any case the Inorganic Regional Data
Assessment form must be completed and submitted.

PRELIMINARY REVIEW

In order to use this document effectively, the reviewer should have
a general overview of the Case or Sample Delivery Group at hand. The exact
number of samples, their assigned number, their matrix, and the number of
laboratories involved in their analysis are essential information. Background
information on the site is helpful, but often this information s very difficult
to obtain, The site Project Manager 1s the best source for information of this
type or for further direction.

The CCS report, when available, is a source of a large guantity of
summarized information. It can be used to alert the reviewer of systematic
problems 1in the Case or to problems that may be sampie specific. This
information may be used n gata validation. If CCS 1is unavailable, those
criteria affecting data validity must be addressed by the data reviewer.

Cases routinely have unique samples which require special attention
by the reviewer. Field blanks, field duplicates, and performance audit samples
reed to be identified. The sampling records should provide:

1. Name of Site Project Manager.
2. Complete list of samples with notations on
a. sample matrix
b. field blanks®
c. field duplicates®
d. field spikes®
e. QC audit sample*

f. shipping dates
9. labs involved.

* If appliicable.
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The chain-of-custody record includes sample cescriptions and date
,of sampling. Although sampling date 1is not addressed by CLP contract
requirements, the reviewer must take into account lag time between sampling and
shipping when assessing sample holding times.

INORGANICS DATA REVIEW PROCEDURE

The requirements to be checked in data validation are listed below.
(Tre notation "CCS" indicates that the contractual requirements for these items
w 11 also be checked by CCS. CCS requirements are not always the same as the
data review criterta,.)

I. Holding Times (CCS-Lab holding times only)
i, Calibration
o Initial (CCS)
o] Initial and Continuing Calibration verification (CCS)
IIl. Blanks (CCS)
Iv. ICP Interference Check Samples (CCS)
V. Laboratory Control Sample (CCS)
vI. Dupliicate Sample (CCS)
vII. Matrix Spike Sample (CCS)
VIII. Furnace Atomic Absorption QC (CCS)
Ix. ICP Serial Dilution (CCS)
x. Sample Result verification (CCS)
xI. Field Duplicates
XII. Overall Data Assessment
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I. HOLDING TIMES

Cbjective:

The obje;tive is to ascertain the validity of analytical results based on
the holding time of the sample from the gate of collection to the date of
analysis.

Note: For data review and assessment purposes, the holding time
1s based on the elapsed time between the date of sample
collection and date of analysis, rather than the elapsed time
between the verified time of sample receipt (VTSR) and the
date of analysis as allowed by SOW 7/88. It Is thus a
technical evaluation, not a contract requirement.

Criteria:

Technical requirements (as opposed to contractual) for sample holding times
have only peen established for water matrices. The following holding time
and preservation requirements were promulgated under 40 CFR 136 (Clean
Water Act) and are also found in volume 49, Number 209, page 43260, of the
Federal Register issued on October 26, 1984.

METALS: € months; preserved to pH < 2
MERCURY: 28 days; preserved to pH < 2
CYANIDE: 14 days; preserved to pH > 12

Evaiuation Procedure:

Actual holding times are established by comparing the sampling date on the
EPA Sample Traffic Report with the dates of analysis on the analysis run
logs {Form 14 (XIV-IN) of SOw 7/88}. Examine the digestion and/or
distillatron logs 1ncluded with the raw data to determine 1f samples had
been preserved at the proper pH.

Analyte Holding Time (days) = Anal. Date - Coll. Date
Action:

1. If 40 CFR criteria for holding times or preservation are not met for
a specific analyte in a water matrix, qualify all water matrix
results for that analyte which are greater than the Instrument
Detection Limit (> IDL) as estimated (J) and results less than the
Instrument Detection Limit (< IDL) as estimated (UJ). For Cyanide
and Mer Jry the appropriate detection limit for this judgement 1s
the Contract Required Detection Limit (CROL) rather than the
Instrument Detection Limit (IOL).
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2. If technical holding times for a specific analyte are exceeded, the
reviewer may use professional judgement to evaluate the reliability
of the data and the probable effects of additional storage on the
anailytical results. The expected bias would be low and the reviewer
may determine that results < IDL (< CROL for CN and Hg) are unusable
(R).

3. Due to limited information concerning holding times for soil samples,
it is left to the discretion of the data reviewer whether to apply
40 CFR water holding time criteria to soil samples. If the data are
qualified when water holding time criteria are applied to soil
samples, 1t myst be clearly documented in the review.

Mute: Contractual holding time criteria based on \'TSR and
analysis date are equally applicable to water and soil
samples and will be subject to CCS review. Preservation
requirements for water samples are not applicable to soil
samples under any conditions.

II. CALIBRATION
Cbjective:
Requirements fcr satisfactory instrument calibration are establisned to
ensure that the instrument is capable of producing acceptable quantitative
data. Initial calibration verification demonstrates that the instrument
is capable of acceptable performance at the beginning of the analysis run,
and continuing calibration -verification documents that the initial
calibration remains valid througnout the course of the analytical run,
Criteria:
1. Initial Calipration

Instruments must be calibrated daily and each time the instrument
is set up.

a. ICP Analysis

A calibration blank and at least one standard must be used 1in
establishing the calibration curve.

b. Atomic Absorption Analysis (AA) {other than Mercury}
(1). A blank and at 1ea§£'three standards must be used 1in
establishing the calibration curve. One of the standards
must be at the Contract Required Detection Limit (CRDL).

(2). The correlation coefficient should be > 0.995.
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c.

Note: The correlation coefficient > 0.995 1s
a technical, not a contractual, criterion. The
reviewer should exercise discretion in applving
this criterion to data qualification. See D.2
under “Action”.

Mercury Analysis

(1). A blank and at least four standards must be used 1n
establishing the calibration curve.

(2). The correlation coefficient should be > 0.995.

Note: The correlation coefficient > 0.9935 is
a technical, not a contractual, criterion. The
reviewer should exercise discretion in applying
this criterion to data qualification. See D.2
under “"Action”.

Cyanide Analysis

(1). A blank and at least three standarde must be used In
establishing the calibration curve.

(2). A mid-range standard must be distilled. (See B8.2.c.
below).

{3). The correlation coefficient for the photometric
calibration curve should be > 0.995,.

Note: The correlation coefficient 2> 0.995 1Is
a technical, not a contractual, criterion. The
reviewer should exercise discretion in applying
this criterion to data qualification. See D.2

under “"dAction”.

Inityal ang Continuing Calibration verification (ICY and CCv).

Analysis results must fall within the control limits of 90 -

110 Percent Recovery (XR) of the true value for all ICvV and

CCV analytes except mercury and cyanide.

Analysis results for mercury ICV and CCV must fall within the
control limits of 80 - 120 XR.

Analysis results for cyanide ICV and CCV must fall within 85 -
115 XR. SOW 7/88, page E-5 requires that the Cyanide ICV must
be distilled with the batch of samples analyzed in association
with it. If this has been done and meets specifications, this
may suffice for the mid-range standard specified 1n 8.1.d.(2).
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Evaluation Procedure:

1.

Verjfy that the instrument was calibrated immediately prior to the
subject analytical run or within the twenty-four hour period
preceding and including the subject analytical run.

Verify that the correlation coefficient is > 0,995.

Check the distillation log and verify that the Cyanide ICV was
distilled. Also determine 1f a mid-range standard was dist1illed and
used during the course of procedural calibration.

Recalculate one or more of the ICV and CCV XR per type of analysis
(ICP,GFAA, etc.) using the following equation and verify that the
recalculated value agrees with the laboratory values on Form 2A {Form
ITI (Part 1)-IN}. Due to possible rounding discrepancies, allow
results to fall within 1% of the contract windows (e.g., 89 - 111%),

IR = fednd v 100

True

Concentration (in ug/l) of esch analyte
measured In the analysis of the ICV or CCV
solution.

Fhere: Found

True value concentration (In ug/l) of each
analvte in the ICV or CCV source solution.

True

Action:

1.

If the minimum number of standards as specified in section B were
not used for initial caiibration, or 1f the instrument was not
calibrated mmediately prior to the analytical run or within the
twenty-four hour period preceding and incliuding the analytical run,
qualify all associated analytical data as unusable (R).

If the calibration curve correlation coefficient 1s < 0.995, qualify
results > IDL (> CRDL for CN and Hg) as estimated (J) and results
< IDL (< CRDL for CN and Hg) as estimated (UJ).

Note: Reviewer should use discretion in applying this non-contractus.
criterion. Further evaluation of the calibration curve, ICV and (i}
specifications, and sample concentration levels may be necessary '
determine if data qualification is necessary.

If the ICV for Cyanide was not distilled with the associated samp'e
batch, qualify all associated results as estimated (J) or (UJ), as
appropriate. If the ICV for Cyanide was not distilled with tre
associated sample batch as required by SOw 7/88, but it 1s documentea
that a mid-range standard was distilled and met procedura’
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specifications, the reviewer may use professional judgement 1n
determining whether data gualification is necessary.

4. If the ICV or CCV %R falls outside the acceptance windows for one
or more analytes, use professional judgement to gqualify al)
assoclated data for the affected analytes. If possible, indicate
the expected bias 1n the review. The following guidelines are
recommended:

Note: For the guidelines in a - e below, the appropriate limit on
which to base judgments for CN and Hg is the CRDL for those analvtes.

a. If the ICV or CCv %R falls outside the acceptance windows, but
within the ranges of 75 - 89% or 111 - 125% (CN, 70 - 84X or
116 - 130%: Hg, 65 - 79% or 121 - 135%), qualify associlated
results > IDL for the affected analytes as estimated (J).

b. If the ICV or CCY %R is within the range of 111 - 125% (CN,
116 - 130%; Hg 121 - 135%), associated results < IDL are
acceptabie.

c. If the ICV or CCV %R is 75 - 89% (CN, 70 - 84%; Hg, 65 - 79%),

qualify assocrated results ¢« IDL as estimated (UJ).

d. If the ICV or CCV %R is <75%, (CN, «70%; Hg. <65%), qualify
all associated results as unusable (R).

e, If the ICV or CCV %R is >125%. (CN, >130%; Hg, >135%), qualify
assocrated results > IDL as unusable (R); associated results
<« IDL are acceptable.

III. BLANKS

Ctjyective:

The assessment of blank analysis results is to determine the existence and
magnitude of contamination problems. The criteria for evaluation of blanks
applies to any blank associated with the samples. If problems with any
blank exist, all data assocrated with the SOG must be carefully evaluated
to determine whether cr not there is an inherent variability in the data
for the SDG, or if the problem is an isolated occurrence not affecting

other data.
critaria:
The criteria listed below are a mixture of the criteria of the July, 1988,

Functional Guidelines document (Criterion 1) and criteria based on
requirements and allowances of SOW 7/88 (Criteria 2 & 3).
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NCc contaminants should be 1n the blank(s).

No analyte should be present 1n a calibration blank associlated with
an analytical run in excess of the CRDL for that analyte.

No analyte should be present in the preparation blank associated with
an SDG or digestion batch in excess of the CRDL unless samples
associated with that preparation blank contain a concentration level
2 10 X CRDL for that analyte.

C. Evaluation Procedure:

1.

Review the results reported on the Blank Summary Form 3 (Form III-
IN) as well as associatec raw data (ICP printouts, strip charts,
printer tapes, bench sheets, etc.) for all blanks and verify that
results were accurately reported.

Note: Only calibration blanks and preparation blanks are reported
on fForm 3. Blanks originating with the sampling operation (field
blanks, trip blanks, QA audit blanks, etc.) and subaitted to the
laboratory will be processed by the laboratory as field sasples and
reported on a Form ! (Form [-IN). Therefore, If an assessment Is

to be made of these blanks, the appropriate Foras 1 and associated
rar data gust be evaluated.

From Form 3, determine that no analyte is present at a concentration
> CRDL for that analyte in the Calibration Blanks (ICB or CC8).

From Form 3, determine that no analyte is present at a concentration
> CROL for that analyte in the preparation blank(s). In the event
any analyte exceeds CRDL, evaluate associated samplies to determine
that the concentration ‘evel for that analyte is 2 10 X blank
concentration.

From the raw data determine that no analyte in the calibration blanks
or preparation blanks has a negative result whose absolute value
exceeds the CRDL for that analyte.

Action:

Sample results must not be corrected by subtracting any blank value.

Qualification of sample results based on the analyses of blanks
submitted from the field is left to the discretion and professional
judgement of the reviewer; however, no corrective action is required
of the laboratory when such blanks show evidence of contamination.

For analytes with positive levels of contamination in calibration
or preparation blanks, values ¢ IDL (¢ CRDL for CN or Hg) 1n
associated samples are acceptable and may be reportea as (V).
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For analytes whose concentration level in a calibration blank exceeds
the CRDL, all associated sample result data > IDL (> CRDL for CN or
Hg) should be qualified as unusable (R).

For analytes with negative results in a calibration blank whose
absolute value exceeds the CRDL, all associated sample result data
should be gqualified as unusable (R).

For analytes with positive levels exceeding the CRDOL in the
preparation blank, all associated sample results > IDL and less than
10 X blank concentration level should be qualified as unusable (R).
Results > 10 X biank concentration level may be accepted without
qualification, although reviewer should use discretion in doing so.

For analytes with negative results in the preparation blank whose
absclute values exceed the CRDL, all associated sample results < CROL
should be qualified as unusable. Assocrated sample results > CRDL
may be accepted.

Iv. INTERFERENCE CHECK SAMPLE (ICS)

Objective:

The

ICP interference check samples verifies the validity of the

laboratory’'s interelement and background correction factors.

criteria:

q

‘.

(8]

The ICP Interference Check Sample must be run at the beginning and
end of the analytical run or a minimum of twice per eight hour
working shift, whichever is more frequent.

Results for the ICP analysis of Solution AB during the analytical
run must fall within the limits of * 20X of the true value for the
analytes included in the Interference Check Samples.

Evaluation Procedure:

1.

Recalculate from the raw data (ICP printout) one or more of the
recoveries using the following equation for %R, and verify that the
recalculated value agrees with the laboratory reported values on Form
4 (Form IV-IN).

R = —foupd dnalvte value, Solution 40 y 100

True Analyvte Value, Solution AD
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2.

Check ICS raw data for results with an absolute value > IDL for those
analytes which are not intended to be present in the ICS solution.

D. Action:

1.

For samples with concentrations of Al, Fe, Ca, or Mg which are
comparable to or greater than their respective levels 1in the
Interference Check Sample:

a. If the ICS recovery for an analyte is > 120% and the analyte
results are < IDL 1n the associated samples, the data are
acceptable for use.

b. If the ICS recovery for an analyte 1s > 120X, or falls between
50 - 79 X, and the analyte results are > IDL in the associated
samples, qualify the affected data as estimated (J).

c. If the ICS recovery for an analyte falls between 50 - 79% and
the analyte results are < IDL in the associated sample, the
possibility cf false negatives exists. Qualify the affected
analyte data for these samples as estimated (UJ).

d. If ICS recovery for an analyte 1s < 50%, qualify the affected
analyte data for the associated samples as unusable (R).

Mote: If possible, indicate the bias for the estisated saaple results
Iu the review,

If results > IDL are cbserved for elements which are not intended
to be present in the EPA provided ICS solution, the possibility of
false positives exi1sts. An evaluation of the associated sample data
for the affected analytes should be made. For samples with
comparable or higher levels of interferents and with suspect analyte
concentrations that approximate those levels found in the ICS (false
cositives), qualify sample results > IDL as estimated (J).

If negative results are observed for analytes that are not intended
to be present in the EPA ICS solutions, and their absolute value 1s
> IDL, the possibility of false negatives in the samples exists.
An evaiuation of the associated sample aata for the affected analytes
should be made. For samples with comparable or higher levels of
interferents, qualify results for the affected analytes ¢ IDL as
estimated (UJ).

In general, the sample data can be accepted if the concentrations
of Al, Fe, Ca, and Mg in the sample are found to be less than or
equal to their respective concentrations in the ICS. If these
elements are present at concentrations greater than the level in the
ICS, or other elements are present in the sample at > 10 mg/1, the
reviewer should investigate the possibility of other interference
effects by using Table 2 on page D-22 of SOW 7/88. These analyte
concentration equivalents presented in the Table should be considered
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D.

only as estimated values, since the exact value of any analytical
system is instrument speci1fic. Therefore, estimate the concentration
produced by an interfering element. If the estimate is > 2 X CRDL
and also greater than 10X of the reported concentration of the
affected element, qualify the affected results as estimated (J).

V. LABORATORY CONTROL SAMPLE (LCS)

Objective:

The

laboratory ccntrol sample serves as a monitor of the overall

cerformance of al) steps in the analysis, including the sample preparation.

Criteria:

9
‘e

o

A1l aqueous LCS results must fall within the control limits of 30 -
120 XR, except for Sb and Ag which have no control limits.

A1l solid LCS results must fall within the control limits establiished
for each element by EPA. This information 1s available from EMSL-
Lv. :

Evaluation Procedure:

1.

Peview Form 7 (Form VII-IN) and verify that results fall within the
control limits.

2. Lheck the raw data (ICP printout, strip charts, bench sheets, etc.)
to veri1fy the reported recoveries on Form 7. Recalculate one or more
of <he recoveries (XR) using the following equation:

TR = A3 found ¥ 100
Les True

Where,

LS Found = concentration (in ug/l for aqueous; Bg/kg tur
solid} of each analyte measured in the analyvs:s
of the LCS solution.

LCS True = stated true value concentration (in ug/l !:r
aqueous; mg/kg fur solid) of each analyte in i
LCS source.

Action:

1.

Aqueous LCS:
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Solig

Jbjective:

If the LCS recovery for an analyte falls within the range of
50 - 79% or > 120X, qualify associated sample resylts with
affected analyte values > IDL as estimated (J).

If the LCS recovery for an analyte is > 120%, associated sample
results with affected analyte values ¢ IDL are acceptable.

If the LCS recovery for an analyte falls within the range of
50 - 79%, qualify associated sample results with affected
analyte values < IDL as estimated (UJ).

If the LCS recovery for an analyte is < 50%, qualify assocrated
sample results for the affected analyte as unusable (R).

LCsS:

If the LCS recovery for an analyte falls outside 1ts
established EPA control Timit, qualify associated sample
results with affected analyte values > IDL as estimated (J).

If the LCS recovery for an analyte 1is higher than its
established EPA contro! limit, associated sample results with
affected analyte values < IDL are acceptable.

If the LCS recovery for an analyte 1is 1lower than 1ts

established EPA control 1limit, qualify associated sample
results with affected analyte values < IDL as estimated (UJ).

VI. DUPLICATE SAMPLE ANALYSIS

Duplicate analyses are indicators of a laboratory's analytical precision
tasec on each samgle matrix.

criteria:

1.

2.

3.

Samples identified as Field Blanks cannot be used for duplicate
analyses.

A control limit of + 20% (¢ 35% for soil) for the Relative Percent
Difference (RPD) shall be used for sample values > 5X CROL.

A control limit of + CROL (+ 2x CRDL) shall be used for sample values
¢ 5X CRDL, ncluding the case when only gne of the duplicate sample
values 1s < 5X CRDL.

Evaluation Procedure:
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. Review Form 6 (Form VI-IN) and verify that results fall within the

control limits.

2. Check the raw data and recalculate one or more RPD using the
following equation to verify that results have been correctly
reported on Form 6.

RPp = ds-d_ ¢ j00
1$¢D)/2
Where,
S = First Sample Value (original)
D = Second Sample Value (duplicate)

3. Yerify that the Field Blank was not used for duplicate analysis.

Action:

1. If duplicate analysis results for a particular analyte fall outside
the appropriate control limits, qualify the results for that analyte
in all associated samples of the same matrix as estimated (J).

2. If the Field Blank was used for duplicate analysis, all other QC data
must be carefully checked and professional judgement exercised when
evaluating the data.

Note: This iunformation sust be included on the [RDA fora.
VII MATRIX SPIKE SAMPLE ANALYSIS
Ctjeztive:

The matrix spike sample analysis provides information about the effect of
each sample matrix on the digestion and measurement methodology.

Criteria:

1.

2.

Samples identified as Field Blanks must not be used for matrix spike
sample analysis.

Spike recovery (%R) must be within the 1imits of 75 - 125%. However,
spike recovery limits do not apply when sample concentration exceeds
the spike concentration by a factor of 4 or more. If the latter
condition exists for an analyte, matrix spike recovery cannot be used
to qualify the associated sample data for that analyte.

14
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Evaluation Procedure:

1.

2.

3.

Review Form 5 (Form V~IN) and verify that results fall within tre
specified control limits.

Check raw data and recalculate one or more %R using the following

equation to verify that results were correctly reported on Form 5.

IR = -SSR -SR) Y 100
5A

Where,

SSR
SR
S4

Spiked Sample Result
Sample Result
Spike ddded

Verify that the Field Blank was not used for matrix spike sample
analysis.

Action:

1.

S.

Note:

If the spike recovery for an analyte is > 125% and reported
assocrated sample results for that analyte are < IDL (< CROL for CN
or Hg), the affected data are acceptablie for use.

If the spike recovery for an analyte is > 125X or < 75X and reported
sample results for that analyte are > IDL, qualify the affected data
for that analyte in the associated samples as estimated (J).

If the spike recovery for an analyte falls within the range of 30 -
74% and repocrted sample results for that analyte are < IDL, qualify
the affected data in the associated samples as estimated (UJ).

If spyike recovery results for an analyte are < 30X and the reported
sample results for that analyte are ¢ IDL, qualify the affected data
in the associated samples as unusable (R).

If the Field Blank was used for matrix spike analysis, all other QC
data must be carefully checked and professional judgement exercised
when evaluating the data. This information must be included on the

IRDA form.

For all analytes except ig, Hg, and those elesents analyzed by GFiA,

if the matrix spike recovery does not meet criteria, a post digestion spike
is required; The results of post digestion spike recovery are not used
to qualify the data; however, the information must be included in the I[RDA

report.

15

S

TGO

HTGO



VIII. FURNACE ATOMIC ABSORPTION QC
Objective:

Duplicgte injections and furnace post digestion spikes establish the
precision and accuracy of the individual analytical determinations. In
some instances, Method of Standard Additions may be reguired.

Criteria:

1. For sample concentrations > CRDL, duplicate injections must agree
within #+ 20X Relative Standard Deviation (RSD) or Coefficient of
variation (Cv). Otherwise, the sample must be rerun once (at Jeast
two additional injections).

2. Analytical (post digestion) spike recovery must be > 85% and < 115%.

3. The Furnace Atomic Absorption Scheme must be followed as described
in SOW 7/88, p. E 16-18.

Evaluation Procedure:

1. Check raw data to verify that duplicate injections agree within £20%
RSD (or Cv) for sample concentrations > CRDL.

2. Review Furnace AA raw data to verify that the Furnace Atomic
Absorpticn Scheme has been followed.

Action:

1. If duplicate injections are outside the + 20X RSD (or CV) limits and
the sample has not been rerun once as required, qualify the data as
estimated (J). If the rerun sample results are outside the * 20X
Timits as well, qualify the sample data as estimated (J),

2. If the analytical (post digestion) spike recovery 1s ¢ 40%, qualify
results > IDL as estimated (J).

3. If the analytical (post digestion) spike recovery 1s > 10X, but <40X%X,
qualify results < IDL as estimated (UJ).

4, If the analytical (post digestion) spike recovery is < 10%, qualify
results < IOL as unusable (R).

5. If sample absorbance is < 50X of the analytical (post digestion)
spike absorbance, then: If the furnace analytical (post digestion)
spike is not within 85 - 115 X, qualify the sample results > IDL as
estimated; qualify the results < IDL as estimated (UJ).
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6. If Method of Standard Aaditions (MSA) 1s indicated as being required
but has not been performed, qualify the data as estimated (J).

7. If any of the samples analyzed by MSA were not spiked at the
appropriate levels, qualify the data as estimated (J).

8. If tne MSA correlation coefficient 1s < 0,995, qualify the data as
estimated (J).

IX. ICP SERIAL DILUTION

Ghyective:

The serial dilution analysis performed 1in assoclation with the ICP
procedure 1ndicates whether significant physical or chemical interferences
exist due t> sample matrix effects.

Criteria:

If the analyte concentration is sufficiently high (concentration 1n the
original sample 1s minimally a factor of 50 above the IDL), an analysis
of a five fold dilution must agree within 10X Difference (%D) cf the
original results after correction for dilution.

cvaluation Procedure:

T, Check the raw data and recalculate the X0 for one or more analytes
using the following equation to verify that the diiution analysis
results agree with results reported on Form 9 (Form IX-IN).

2w = M-d ¥ 100

!

khere,
I = Initial Sample Result
S = Serial Dilution Result (Instrument Reading Y 5)
2. Check the raw data for evidence of negative interference; 1.e..

results of the diluted sample significantly higher than results c¥
the original sample.
Action:

1. when criteria are not met for an analyte, qualify the associatec
sample data for that analyte as estimated (J).

2. If evidence of negative interference 1s found, use professiorai

Judgement to qualify the data.
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X. SAMPLE RESULT VERIFICATION
Objective:

The objective is to ensure that the reported quantitative results are
appropriately and correctly calculated.

Criteria:

Analyte quantitation must be calculated according to appropriate SOW
instructions or requirements.

Evaluation Procedure:

The raw data should be examined to verify the correct calculation of sample
results reported by the laboratory. Digestion and distillation logs,
instrument printouts, strip charts, etc. should be compared to the reported
sample rasults.

1. Examine the raw data for any anomalies (e.g., baseline shifts,
negative absorbances, omissions, illegibility, etc.).

2. Verify that there are no transcription or data reduction errors
(e.g., dilutions, percent solids, sample weights) on one or more
samples.

3. Verify that results fall within the linear range od the ICP (Form
XI1I-IN) and within the calibration range for the non-ICP parameters.

4. verify that sample results are > § X ICP-IDL if ICP analysis results
are used for As, T1, Se, or Pb.

Note:, when the laboratory provides both ICP and GFA4 results for an
analyvte in a sapple and the concentration is > ICP-IDL, the results can
assist in identifying quantitation probleass.

Action:

If there are any discrepancies found, the laboratory may be contacted by .

the designated contact personnel to obtain resubmissions or additional
information in an effort to resolve the discrepancy. If a discrepancy
remains unresolved, the reviewer may determine that appropriate
qualification of the data is warranted.
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XI. FIELD DUPLICATES
A. Objective:

Field duplicate samples may be taken and submitted for analysis as an
indication of overall precision. These analyses measure combined field
sampling and laboratory analytical precision; therefore, the results may
have greater variability than lab duplicates alone which measure only
intra-laboratory and analytical method precision. It is also expected that
soil field duplicate results will have greater variability than water than
water matrices due to the difficult associated with collecting identical
field samples and the natural non-homogeneity of soils.

B. Criteria;
There are no review criteria for field duplicate analyses comparability.
o Evaluation Procedures:

Sample which are field duplicates should be identified using EPA Sample
Traffic Reports other appropriate documents. The reviewer should compare
the resuits reported for each sample and calculate the Relative Percent
Difference, 1f appropriate.

D. Action:

Any evaluation of the field duplicates should be included with the review
documentation attached to the IRDA form.

XII. OVERALL ASSESSMENT OF DATA FOR A CASE (OR SDG)

It 1s appropriate for the data reviewer to make professional judgments
and exgress concerns and provide comments on the validity of the overall data
for 2 lase or Sample Delivery Group. This is particularly true when there are
several QC criteria out of specification. The additive nature of QC factors out
of specification is difficult to assess in an objective manner, but the reviewer
has a responsibility to inform the user concerning data quality and data
limitations in order to assist that user in avoiding inappropriate use of the
data, while not precluding any considering of the data at all. If qualifiers
other than those used in this document are employed to describe or qualify the
data, it is necessary to thoroughly document/explain/define the additional
qualifiers used. The data reviewer would be greatly assisted in this data review
effort if the data quality objectives for the project were provided.

In transmitting the reviewed data to the data user or other approor1ate
client, the IRDA cover form and supplementary documentation must be included.
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APPENDIX A
REVISED DATA QUALIFIER DEFINITIONS
FOR INORGANIC DATA REVIEW

The analyte was analyzed for but was not detected above the level of the
associated value. The associated value is the Instrument Detection Limit
(IOL) for all analytes except Cyanide (CN) and Mercury (Hg). For CN and
Hg, the associated value is the Contract Required Detection Limit (CRDL).

Il s decision requires quantitation of the analvte below the
associated numerical level, reanalvsis or alternative sethods should
be counsidered.

The analyte was analyzed for and was positively identified, but the
assocrated numerical value may not be consistent with the amount actually
present in the environmental sample.

One or aore of the following quality control criteria were not aet:

o) Blank contamination: Iindicates possible highbias and/or
false positives.

o Calibration range exceeded: indicates possible low hias.

o Holding times not met: indicates possible low bias
and/or false negatives.

o Other Q@QC outside control liaits: bias not readilv
determined.

The analyte was analyzed for, but the presence gr absence of the analyte
has not been verified. Resampling and reanalysis are necessary to confirm

or deny the presence of the analyte.
The data are unusable for anyv purpose.

A combination of the "U” and the "J" qualifier. The analyte was analyzed
for but was not detected above the level of the associated value. The
associated value may not accurately or precisely represent the sample

detection limit.

If a decision requires quantitation of the analyte close to the
associated numerical level, reanalysis or alternative methods should

be considered.
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APPENDIX B
CONTRACT REQUIRED DETECTION LIMITS
FOR INORGANIC TARGET AMALYTES

(Inorganic Statement of Work 7/88)

ANALYTE

CRDL
(ug/ 1)

Aluminum, Al
Antimony, Sb
Arsenic, As
garium, Ba
Beryliium, Be
Cagmium, Cd
Calcium, Ca
Chromium, Cr
Cobait. Co
Copper, Cu
Iron, Fe
Lead, Pb
Magnesium, Mg
Manganese, Mn
Mercury, Hg
Nickel, Ni
Potassium, K
Selenium, Se
Silver, Ag
Sodium, Na
Thallium, T1
vVanadium, V
Zinc, In
Cyanide, CN

200

60

10

200

s

5
$000

10

S0

25

100

3
5000

15

0.

40
5000

5

10
5000

10

50

20

10
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Associated Samples

AA

Calibration Curve

Case

ccs

ccs

ccv

CcLP
CRDL
Ccv
DPO

EMSL/LV

APPENDIX C

GLOSSARY OF TERMS AND ACRONYMS

All samples processed and/or analyzed in
association with a particular Quality Control
Sample. For example: All samples in an analytical
run initiated with an Initial Calibration
Verification Sample are associated samples to that
ICv; A1l samples of a given matrix digested and
analyzed with & Laboratory Control Sample are
associated samples to that LCS.

Atomic Absorption

A plot of absorbance (or other measurement unit)
versus concentration of prepared standards.

A finite, usually predetermined, number of samples
collected in a defined time period for a particular
site. A Case consists of one or more Sample
Delivery Groups.

Continuing Calibration Blank. A deionized water
sample run immediately following the CCv, designed
to detect carryover contamination.

Contract Compliance Screening. The process cf
inspection of analytical data submitted througn
the Contract Laboratory Program to assure adherence
tocontractual specifications for sample processing
and analysis contained in the Statement of Work.

Continuing Calibration Verification. A stangard
solution analyzed at specified frequency during
an analytical run to assure contiunued validity
of the calibration curve under which the analyses
are performed.

Contract Laboratory Program.

Contract Required Detection Limit.

Coefficient of variation.

Deputy Project Officer.

Environmental Monitoring Systems Laboratory/ias
Vegas, (P.O. Box 15027, Las Vegas, Nv 89114}
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Field Blank

Field Duplicate

GFAA

Holding Time

IC8

Icp

ICs

ICv

IDL

Initial Calibration

IRDA

LCs

Matrix Spike (MS)

MSA

Field blanks are intended to detect contaminants
that may have been introduced in the field.
Examples of field blanks are trip blanks, travel
blanks, rinsate blanks, and decontamination blanks.

A duplicate sampie set collected in the field
intended to provide a measure of the overall
precision of the sampling and analytical process.

Graphite Furnace Atomic Absorption.

The elapsed time in days between the date of sample
collection and the date of analysis. (Contractual
holding time measures from the verified time of
sample receipt to the date of analysis.)

A deionized water sample run immediately following
the Initial Calibration verification Sample at the
beginning of an analytical run.

Inductively Coupled Plasma.
Interference Check Sample.

Initial Calibration vVerification. A standard run
immediately following instrument or method
calibration as the first sample in an analytical
run to confirm the validity of the calibration
curve.

Instrument Detection Limit.

The establishment of a calibration curve with the
appropriate number of standards and concentration
range prior to the beginning of an analytical run.

Inorganic Regional Data Assessment.

Laboratory Control Sample. An aaueous or solid
sample of known composition, generally supplied
by EPA, to be processed and analyzed in assocration
with a defined set of field samples of unknown
composition.

Introduction of a known concentration of one or
more analytes into a submitted samplie to provide

information on the effect of the sample matrix on
the sample preparation and measurement methodology.

Method of Standard Additions. -
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Post Digestion Spike

QAC (QA0)

RPD

RSCC
RSD

Serial Dilution

SDG

sopP
SOw
VTSR

The addition of a known amount of analyte into a
prepared sample after digestion. (Alsc identified
as analytical spike or spike for GFAA analyses.)

Quality Assurance Coordinator. (Quality Assurance
Officer).

Relative Percent Difference. A measure of
duplicate analysis precision.

Regional Sample Control Center.
Relative Standard Deviation.

A sample analyzed at a specific dilution for
comparison with the undiluted sample analysis to
determine if significant chemical or physical
interfarence exists due to sample matrix effects.
(Run with ICP only.)

Sample Deiivery Group. Defined by one of the
following, whichever occurs first:

") Case (if Jess than 20 samples of a single
matrix type),

o} Each twenty samples within a Case. or

o Each 14 day calendar period during which

samples are received, beginning with the
first sample in the Case or SODG.

At the option of the laboratory, saaples may be
assigned to SDGs by matrix; i.e., all waters iIn
one SDu, all soils in another.

Sample Management Office.

Standard Operating Procedure.

Statement of Work.

Verified Time of Sample Receipt.

W
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INORGANIC REGIONAL DATA ASSESSMENT

Region_____

CASE NO. SITE
LABORATORY NO. OF SNSLES/
MATRIX
830G ¥O. REVIEWER (IF NOT ESD)
SON NO. REVIEWER'S NAME
OPO ACTION FYI COMPLETION DATE
DATA ASSESSMENT SIMMARY
p(~ 4 AA ite

1. HOLDING TIMES
2. CALIBRATION —_—
a. SLANKS —_—
4. Ics ———
5. Lce — ——
8. DUPLICATE ANALYSIS —— ——
7. MATRIX SPIKE — —
8. (1) —
9. SERIAL DILUTION e
10.  SAMPLE VERIFICATION ‘ _ _
11. OTHER QC e —_— RS
12. OVERALL ASSESSMENT JRES—

0 = Dats had po probdless/or qualified due to sinor probless.

[, A Dats gualified due to asjor problems.

Z = Deta unscceptable.

X = Probdbleas, but do not affect the data.

AREAS OF CONCERM

NOTABLE PERFORMANCE
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APPENDIX E
'DETERMINATION OF TOTAL ORGANIC CARBON IN SEDIMENT

July 27, 1988

PREPARED BY: Lloyd Kahn, Quality Assurance Specialist

AFFILIATION: U.S. Environmental Protection Agency, Region 11
Environmental Services Division

Monitoring Management Branch
Edison, New Jersey 08837
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1.

2.

3.

4.

DETERMINATION OF TOTAL ORGANIC CARBOK IN SEDIMENT

Scope and Application

1.1 This method describes protocols for the determination of organic
carbon in ocean sediments.

1.2 Although the detection limit mey vary with procedure or instrument,
& minimus reporting value of 100 mg/kg will be required for the
ocesan dumping/dredging program.

1.3 Several types of determinations, which are considered equivalent
are presented.

1.4 Dats are reported in mg/kg on & dry weight basis.

1.5 Vet combustion methods are bot considered to be equivalent to the
prrolytic methods berein descrided.

Summary of Method

2.1 Inorganic carbou from carbonates sand bicarbonates is removed by
acid treatment.

2.2 The organic compounds ars decomposed by pyrolysis in the presence
of oxygea or air.

2.3 The carbon dioxide that is formed is determined by direct non—
dispersive infrared detection, flame ionisation gas chromatography
after catalytic couversion of the carbon dioxide to methans; tbermal
conductivity gas chromstography, differential thermal conductivity
detection by sequential removal of water and carbon dioxide; or
thermal conductivity detection folloving removal of weter vith maguesimm

perchlorate.

2.4 Vater conteat is determined on & separate portion of sediment.

Sample Haadling sod Preservation

3.1 Collect sediments in glass jars with Teflon or slumioum foil. Cool
aod maintain at 4°C. Analyse within 14 days.

Iaterferences

4.1 Volatile organics in the sediments may de lost in the decarbonmation
step resulting in a low biass.

4.2 Incicrinl decomposition and volatilisation of the or;neic compounds
are minimized by maintaining the sample at 4°C, asalysing withis the
specified holding time, aud saalysing the wet sample. -

S

TOO

TEGO



3. Apparatus
5.1 Drying oven maintained at 103° to 105°C.

5.2 Analyticsl instrument options:

5.2.1 Perkio Elmer Model 240C Elemental Anslyzer or equivalent.

5.2.11

In this instrument, the sample from Section 7.2 is pyrolysed under
pure oxygen, water is removed dy magnesium perchlorate and the
carbon dioxide is removed by sscarits. The decrease in signal
obtained by differentisl thermal conductivity detectors placed
betveen the combustion gas stream before and after the ascarite
tube is a measure of the organic carbon coatent.

35.2.2 Carlo Erba Model 1106 CHN Analyzer, or equivaleat.

s.z.zll

In this apparatus, the sample is pyrolyszed in a induction type
furnace, sod the resultant carbon dioxide is chromatographically
separated and analyzed by a differential thermal cooductivity
detector. '

5.2.3 LECO Models WR12, WR112, or CR-12 carboo determinators, or
Models 600 or 800 CHN analysers.

5.2.3.1

5.2.3.2

5.2.3.3

Io the LECO WR-12, the sample is burned ia high frequency induction
furnace, the carbon dioxide is selectively adsorbed at room tempar-
sture in & molecular sieve. It is subsequently released by bheating
and is messured by a thermal conductivity detector. The WR-112 is
an upgraded WR-12 employing microprocessor electronics and a
printer to replace the ealectronic digital voltmeter.

In the LECO CR-12 carbon determinator, the sample is combusted in
oxygen, moisture aod dust are removed by appropriate traps and the
carbon dioxide is measured by a selective, solid state, infrared
detector. The signal from the detector is then processed by &
microprocessor and the carbon conteat is displayed on a digital
readout and recorded on an integral printer.

In the LECO CEN-600 and CHN-800 elemental snalysers, the sample is
burned under oxygen in & resistance furnace sad the carbon dioxzide
is measured by a selective infrared detector.

5.2.4 Dohrman Model DC85 Digital Bigh Temperature TOC Analysar.

3.2.4.1

In this instrument, the sample is burned in resistsnce furnsce wader
oxygen, the interfering gases are removed by a sparger/scrubber
system and the carbon dioxide is msssured by s noo-dispersive infra-
red detector aod shown on & digital display in concentration unmits.
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3.

5.3 No specific sanalyser is recommended as superior. The above listing
is for informstion only and is not intended to restrict the use
of other ualisted instruments capable of analysing TOC. The iostru-
ments to be used must have the following specificatioms:

5.3.1 A combustion boat which is hested in a stresm of oxygen or sir in a
resistance or induction-type furnace to completely convert organic
substances to CO; and water.

5.3.2 A mesns to physically or by measurement technique to separate water
and other interferaats from CO,.

5.3.3 A weaus to quautxtctxvcly determine CO; with adequate sensitivity
(100 mg/kg), and precision (25% at the 952 confidence level as demon-
ltrateg by repetitive msasurements of a well mixed ocean sediment
sample).

5.4 A strip chart or other permavent rocordxn; device to document
the snalysis.

-

6. Reagents

7.

6.1 Distilled water used in preparation of standards and for dilution of
samples should be ultra pure to reduce the carbon councentration of the
blaok.

6.2 Potassium hydrogen phthalate, stock solution, 1000 mg carboun/liter:
Dissolve 0.2128 g of potassium bhydrogen phthalate (Primary Standard
Grade) in distilled water and dilute to 100.0 ml.

BOTE 2: Sodium oxalate and scetic acid are not recommended as stock
Solutions.

6.3 Potassium hydrogen phthalate, standard solutions: Prepare standard
solutions from the stock solution by dilution with distilled water.

6.4 Phosphoric acid solution, 1:1 by volume.

Procedure

7.1 Weigh the well mixed sample (up to 500 mg) iato the combustion boat
or cup. Add 1:1 phosphoric acid drop wise until effervescence
stops. Beat to 75°C.

NOTE: This procedure will couvert inorganic carbonstes and
bicarbonates to carboa dioxide and eliminate it from

the sample.

7.2 Anslyse the residue according to the instrument manufacturer's _ =
instructions.
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4.

7.3 Determine percemt residue on & separate sample aliquot as follows:

7.3.1 HBeat & clean 25 ml beaker at 103° to 105°C for one hour. Cool

io desiccator, weigh to the mesrest wg and store in desiccator
until wse.

7.3.2 Add 1 g, weighed to the sesrest mg, of an aliquot of the wall~

mixed sample .

7.3.3 Dry and hest io the 103° to 105°C ovea for ome hour. Cool in

8. Calibration

desiccator. Weigh to the searest mg.

8.1 Pollov instrument manufacturer's instructions.

8.2 Prepare calibration curve plotting mg carbom vs. instrument response.

using four staodards and s blank covering the analytical range of
interest. ’ ) T -

9. Precision and Accuracy

9.1

9.2

9.3

The precision and accuracy will differ with the various {nstruments
and matrices and must bé determined by the laboratories reporting
data. To initiate a control chart, a representative sample of well
nixed sediment should be analyzed 15 times to determine the
analytical precision. Set up a control chart showing 3 times the
standard deviation limits for precision.

Subsequently during snalysis of environmental samples, take one
saopple per batch of 20 or less and run in quadruplicate. Calculate
standard devigtion and report with initial control chart data.

If the sample being run {n quadruplicate exceeds the 3 standard
deviation limit, identify error and rerun environmental samples in
that batch along with the quadruplicate sample.
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